Excellence Delivered As Promised

April 5, 2018
File #34265.003

John Sager

Wisconsin Department of Natural Resources
1701 North 4th Street

Superior, WI 54880

Re:  Remediation Progress Report for Tank Basin 68 Site (July 2015 — Dec. 2017)
Superior Refining Company LLC Refinery, Superior, WI
WDNR BRRTS# 02-16-526812 and Facility ID: 816009590

Dear John:

On behalf of Superior Refining Company LLC (SRC), Gannett Fleming, Inc. (GF) is submitting
this remediation progress report for the Murphy Oil (Murphy) Tank Basin 68 site (WDNR
BRRTS# 02-16-526812) at the SRC refinery in Superior. The report summarizes remedial and
monitoring activities conducted at the site from July 2015 through December 2017. In addition,
it includes background information on the refinery and Tank 68 basin for reference. Periodic
reporting of remediation site progress to the Wisconsin Department of Natural Resources
(WDNR) is required pursuant to ss. NR 700.11(1) and 724.13(3), Wisconsin Administrative
Code. A completed certification page for the report is also attached.

Pertinent Site Background and Tank 68 Basin Information

Figure 1 is a location map showing Tank 68, the refinery, its approximate property boundary,
and the area around the refinery and was prepared using the most recent USGS topographic
map. The Tank 68 basin is in the SW V4 of the SW V4 of Section 25, Township 49 North, Range 14
West, Superior Township of Douglas County.

The land surrounding the basin is also owned by SRC and is part of the refinery. The closest
surface water is Newton Creek, located approximately 2,000 feet east, as shown on Figure 1.
The Tank 68 basin is located on relatively level land in the north-central area of the refinery.
The basin’s ground surface is unpaved. The basin is underlain by native clay, the depth to
groundwater is approximately 3 feet below ground surface (bgs), and the regional direction of
shallow groundwater flow below the refinery is to the east.

L:\CLERICAL\ projects \ 34200\ 34265.003 \ reports \ ccw_R34265_019_T68\ progress report.doc

Gannett Fleming, Inc.
8025 Excelsior Drive « Madison, WI 53717-1900
t: 608-836-1500 « f: 608-831-3337
www.gannettfleming.com



Gannett Fleming

John Sager
Wisconsin Department of Natural Resources
April 5, 2018

-

The hydraulic conductivity of the native clay underlying the refinery is on the order of 107
centimeters per second. Assuming a horizontal hydraulic gradient of 0.003 and effective
porosity of 0.06, the estimated horizontal groundwater flow velocity is approximately 0.01 foot
per year (ft/yr). This does not include contaminant retardation.

In October 2011, Calumet Superior LLC (Calumet) acquired the refinery from Murphy.

Effective November 8, 2017, Husky Superior Refining Holding Corp (Husky Superior)
purchased Calumet and changed its legal name to Superior Refining Company LLC.

Tank 68 Basin Site Background

The Tank 68 basin monitoring network currently includes MW-5/T66, MW-1/T68, MW-2/T68,
MW-4/T68 through MW-6/T68, and monitoring points MP-1/T68 through MP-3/T68, as shown
on Figure 2. In 2001, MW-5/T66 was transferred from the Tanks 65/66 release site to the Tank 68
basin site, due to the occurrence of free product in MW-5/T66; and test pits TP-2, TP-3, and TP-4
were abandoned. The free product in MW-5/T66 was first observed in January 2000 during a
site investigation associated with the Tank 65/66 basins east of Tank 68 and has not been
associated with any known release. In 2008, upgradient monitoring well MW-3/T68 was sealed
and abandoned. In 2010-2012, test pit sump TP-1/T68 was lost.

Since February 2000, wells in the network have been routinely monitored for the presence of
free product, and if present, it is removed and treated in the refinery’s No. 1 API oil/water
separator/wastewater treatment plant (WWTP). In addition, based on American Petroleum
Institute guidelines, wells in the network have been purged dry following routine gauging
events to promote the accumulation of product. This occurs because product preferentially
accumulates in a well when the potentiometric surface is low (i.e., as the potentiometric surface
drops, product that remains above the water level drains into the well). As the potentiometric
surface rises, the product becomes submerged and trapped in the soil pores and subsequently
will not accumulate in the well. The purged water is also treated in the refinery’s No. 1 API
oil/water separator/WWTDP.
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Remedial and Monitoring Activities (July 2015 through December 2017)

Since the last remediation progress report was submitted to the WDNR on August 6, 2015, work
in the Tank 68 basin has included the monitoring and recovery of product from the on-site wells
and collection of groundwater samples from select locations.

During the reporting period, measurable product was encountered on 4 occasions in MW-5/T66
and 13 occasions in MW-5/T68, as shown in Table 1, which includes fluid level monitoring data
for July 2015 through December 2017. The thickest layer of free product observed in each well
was measured as 1.05 feet on 08/07/15 in MW-5/T66 and 1.19 feet on 10/25/17 in MW-5/T68.
Otherwise, no measurable thickness of product was observed in MP-1/T68 through MP-3/T68 or
any of the other four on-site monitoring wells throughout the entire reporting period.

Through December 2017, approximately 102 gallons of product have been recovered from this
tank basin, with almost all (i.e., over 97%) of it coming from MW-2/T68, MW-5/T66, and MW-
6/T68. From July 2015 through December 2017, approximately 0.31 and 0.39 gallon was
recovered from MW-5/T66 and MW-5/T68, respectively. These are about 2% and 97% of the
total volumes recovered from MW-5/T66 and MW-5/T68, respectively, to date. GF’s April 2014
report includes a 15-page table summarizing the historical volume of product removed from
each well for reference.

SRC will continue to check for free product, but for all practical purposes, we believe free
product has been recovered to the extent practical from the Tank 68 basin.

Groundwater samples were collected at the site during the reporting period in October 2015
and May and October 2016 and 2017. Each well was purged dry twice and allowed to recover
for at least 7 days, prior to the collection of the samples. Monitoring wells MW-1/T68, MW-
2/T68, MW-4/T68, and MW-6/T68 were routinely sampled. Gannett Fleming used a new one-
time-use polyethylene bailer with new nylon rope to collect each groundwater sample. The
groundwater samples were sent to Pace Analytical of Green Bay (Wisconsin laboratory
certification #405132750) and analyzed for volatile organic compounds (VOCs).

Table 2 presents the analytical results of the groundwater samples in micrograms per liter
(ug/t). As shown in Table 2:

L:\CLERICAL\ projects\ 34200\ 34265.003 \ reports \ ccw_R34265_019_T68\ progress report.doc



Gannett Fleming

John Sager
Wisconsin Department of Natural Resources
April 5, 2018

4-

All compounds in the samples collected from upgradient well MW-1/T68 were below
applicable NR 140 enforcement standards (ESs) for all VOCs.

Samples collected from the other five Tank 68 monitoring wells contained one or more
VOCs at or above applicable NR 140 ESs. However, because of the recovery of product over
the years, overall VOC concentrations in the wells have been stable or decreasing. For
example, Figure 3 presents trend analysis plots for benzene concentrations in the
groundwater at MW-2/T68 and MW-4/T68. Note that the plotted data for each well only
includes the time period since free product was most recently removed. In addition, the
best-fit exponential trend lines were generated using Excel. As shown on Figure 3,
dissolved-phase benzene concentrations have been stable in MW-2/T68 and followed a
general downward trend in MW-4/T68. Based on the relatively low groundwater flow
velocity of approximately 0.01 ft/yr and stable to decreasing benzene concentrations, results
indicate the overall plume remains stable or receding.

Samples were not collected from:

0 MW-5/T66 on 06/23/15 due to the presence of free product in the well on the day of
sampling.

0 MW-5/T68 at all due to the presence of free product in the well on the day of sampling,
except on 05/16/17.

0 MW-6/T68 on 05/24/16 due to the presence of discontinuous product globules in the well
on the day of sampling.

Attachment A provides copies of the laboratory reports and chain of custody records for the

groundwater samples collected from July 2015 through December 2017.

Historically, a groundwater contour map for the Tank 68 release site has not been prepared

because groundwater levels in the wells either are influenced by local surface/melt water in the

spring or typically do not have sufficient time to reach static levels after they are bailed later in

the year. Consequently, a groundwater contour map representing static conditions for the Tank

68 site cannot be created.
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Future Work

Due to relatively shallow groundwater, cold weather, and snow, year-round access to wells at
the refinery is not practical. During time periods when it's warm enough to allow access (i.e.,
from April/May through October/November), SRG’s work plan for 2018 follows:

e Continue to manually bail product from the six existing monitoring wells (MW-5/T66, MW-
1/T68, MW-2/T68, and MW-4/T68 through MW-6/T68) and three monitoring points (MP-
1/T68 through MP-3/T68) when free product is present.

e If product is observed, the wells and points will be checked monthly. If product is not
observed, the wells and points will be checked quarterly. The purged product/water will
continue to be treated in the refinery’s No. 1 API oil/water separator/ WWTP.

e Collect groundwater samples from those monitoring wells without product biannually, and
have the samples analyzed for VOCs by a Wisconsin-certified laboratory using EPA Method
8260. Each monitoring well will be purged dry twice and allowed to recover for at least six
days, prior to the collection of the samples.

e Report the results of the 2018 groundwater samples, as well as the results of the recovery of
product, in our next remediation progress report to the WDNR by the end of January 2019.

Feel free to contact me and/or Matt Turner at Husky Superior if you have any questions or need
additional information.

Sincerely,

GANNETT FLEMING, INC.

N

Clifford C. Wright, P.E., P.G.
Project Engineer

CCW/jec/Enc.

ecc: Matt Turner (Husky Superior)
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CERTIFICATION

Only persons qualified to submit reports under ch. NR 712 Wis. Adm. Code are to sign this form for sites
with any ongoing active remediation, monitoring, or an investigation. Other persons may sign this form

for sites with no response activities during the six month reporting period.

I hereby certify that I am a registered professional engineer in the State of Wisconsin, registered
in accordance with the requirements of ch. A-E 4, Wis. Adm. Code; that this document has been
prepared in accordance with the rules of Professional Conduct in ch. A-E 8, Wis. Adm. Code; and
that, to the best of my knowledge, all information contained in this document is correct and the
document was prepared in compliance with all applicable requirements in chs. NR 700 to 726,

Wis. Adm. Code.

Print Name
Clifford C. Wright

Title
Project Engineer

Date L{,»%—é@
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Superior Bay

Legend

----- Approximate Property Boundary

Superior Refining Company LLC Refinery

Tank 68
Notes:

1. Contour interval = 10ft.

2. Site datum = mean sea level (MSL).

Newton Creek 3. Topographic map obtained from ArcGIS USA
Topo Map Service. Service includes seamless,

scanned image of USGS topographic maps.
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TABLE 1

FLUID LEVEL MONITORING DATA FOR TANK 68 RELEASE SITE (JULY 2015 - DECEMBER 2017)

MP-1/T68 MP-2/T68 MP-3/T68 | MW-1/T68 | MW-2/T68 [ MW-4/T68 | MW-5/T66 | MW-5/T68 |MW-6/T68 Comments/
Date DTP | DTW | DTP | DTW | DTP | DTW | DTP [ DTW | DTP | DTW | DTP [ DTW | DTP | DTW| DTP [ DTW | DTP [ DTW Footnotes
Depth to Fluid from Top of Casing (feet)

07/15/15 --|  5.48 --| 5.95 -l  4.20 --| 438 --| 448 -| 3.83] 4.13] 4.95 - 9.08 -l 3.69 (1)
08/07/15 - 4.69 --| 5.19 --| 5.44 -| 3.74 -| 6.14 --| 4.72] 3.20] 4.25 - 745 - 4.68 (1)
09/04/15 -| 5.95 - 5.63 -l 3.30 -| 435 - 4.89 -l 4.40 -l 391 - 6.15 -l 3.80 (2)
09/24/15 --| 4.51 -| 498 --| 391 | 3.24 --| 5.31 --| 3.6l --| 3.49 - 741 - 3.30 (2)
10/06/15 nm nm nm nm nm nm -l 5.04 --| 7.08 --| 4.38 --| 4.42] 8.88 9.01 -| 444 3)
11/24/15 -| 4.99 --| 5.57 | 4.36 --| 4.39 --| 5.21 - 3.79 - 391 -l 451 -| 3.89

05/06/16 -l 520 -l 5.70 - 4.19 --| 490 --| 4.50 -l 4.20 -| 3.95 - 335 -l 3.80 (2)
05/17/16 nm nm nm nm nm nm -l 5.09 -1 4.80 -1 449 --| 438] 7.64 7.65 -l 4.81 (4
05/24/16 -| 493 --| 5.55 --| 5.18 --| 5.52 - 6.49 - 4.62 --| 3.71] 9.52 9.55 -| 6.88 (5)
06/29/16 nm nm nm nm nm nm nm nm nm nm nm nm nm nm| 8.27 8.40 --| 3.98 (1)
07/21/16 --[  5.02 -| 534 -| 4.53 - 441 -l 4.16 -| 431 3.75] 3.78] 8.4l 8.53 -l 3.92 (1)
08/18/16 -| 534 - 598 - 4.57 --| 5.09 --| 4.21 --| 3.98 --| 4.12] 8.16 8.22 - 3.65 (1)
09/08/16 --|  4.88 --| 539 -l 4.60 - 4.62 --| 4.50 -| 4.01] 3.63] 3.65| 8.80 8.96 -| 4.81 (6)
09/22/16 -l 4.96 - 5.63 - 4.60 --| 4.35 -| 737 --| 3.87 --| 4.22) 9.72 9.90 - 4.15 4)
10/05/16 --|  4.99 - 5.78 - 4.79 --|  4.59 - 7.18 --|  4.06 --| 4.14] 10.09] 10.10 -l  4.40 3)
11/07/16 --| 5.54 -| 6.14 -| 4.99 --| 498 --| 5.00 --| 4.45 --| 4.37] 8.95 9.10 - 4.25 (1)
04/27/17 --| 5.03 --|  5.57 - 4.19 --[  3.68 -l 4.13 --[ 3.59 --|  3.57 -l 3.06 -l 3.09 (2)
05/09/17 - 5.37 -l 6.00 -l 436 - 4.82 - 475 --| 3.85 --| 4.15 --|  8.19 - 3.94 (2)
05/16/17 --|  5.05 -l 5.04 --| 4.55 - 3.22 - 4.89 --[ 3.92 --|  3.48 -l 9.34 --| 3.96| Sampled (see Table 2)
09/27/17 --| 5.29 --| 5.71 --| 4.48 -| 4.04 -l 4.16 --| 3.80 | 3.71 - 245 - 3.21 (2)
10/10/17 -| 5.83 - 5.52 - 4.51 --| 4.50 - 6.44 - 442 --| 4.04] 8.29 8.35 -| 435 4)
10/25/17 --| 5.33 -l 592 --| 4.54 --| 4.44 --| 6.48 --| 431 --| 4.04] 9.73] 10.92 - 433 3)
11/07/17 --| 5.05 -l 5.74 - 4.72 --|  4.68 - 4.82 --[ 3.99 --| 3.65| 10.13] 10.30 -|  3.68 (1)

NOTES:

DTP = Depth to product.
DTW = Depth to water.
nm = Not measured.

-- = Not applicable/no free product.
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TABLE 1

FLUID LEVEL MONITORING DATA FOR TANK 68 RELEASE SITE (JULY 2015 - DECEMBER 2017)

FOOTNOTES:

(1) Bailed MW-5/T66 and/or MW-5/T68 dry to address measured free product.

(2) Bailed those monitoring wells (MWSs) without free product dry in preparation for sampling.

(3) Bailed MW-5/T68 dry to address free product and sampled the MWs without free product (see Table 2 for summary of analytical results).

(4) Bailed MW-5/T68 dry to address measured free product and bailed the MWs without free product dry in preparation for sampling.

(5) Bailed MW-5/T68 and MW-6/T68 dry to address free product (discontinuous product globules only observed in MW-6/T68) and sampled the remaining MWs.
(6) Bailed MW-5/T66 and MW-5/T68 dry to address free product and bailed the MWs without free product dry in preparation for sampling.
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SUPERIOR REFINING COMPANY LLC

SUPERIOR, WISCONSIN

TABLE 2

GROUNDWATER ANALYTICAL RESULTS FOR DETECTED COMPOUNDS - TANK 68 RELEASE SITE"

(Well ID Substance
Q
2 5 2 E 0
o > 5 5 o 2 3 . g 5 o g 2 -
o s S N N g i s £ N S g & < g
g ] g N 15} 5} = 2 2 i) o = 5 = 3 =
N ° 5 o = =2 15} = 2 — = ™ 2 ° ) 3 =]
8 . o E £ £ 2 B : e e z 22 3 2 = = 2
9 : E E 2 g = £ s Z 3 o 2 2 i 5 3 g g = £ 7
Date S 2 &0 e < = = z & < 3 3 ®) i) =) = 29 s D = = A
NR 140 PAL NS 0.5 140 160 400 96 12 10 NS NS NS NS 3 0.5 NS NS NS NS NS 40 0.5 15
NR 140 ES NS 5 700 800 2,000 480 60 100 NS NS NS NS 30 5 NS NS NS NS NS 200 5 15
MW-1/T68
03/06/02 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI
05/17/02 820 <0.43 5.3 7.1 <1.45 13.8 <0.49 <14 <0.42 19 4.2 2.7 <0.69 <0.54 <0.30 <0.30 4.6 5.5 5.1 <0.2 <1 naj
09/12/02 <50 <0.45 <0.82 <0.68 <247 <1.86 <0.43 <0.89 na na na na na na na na na na na na na na"
03/12/03 <50 <0.45 <0.82 <0.68 <247 <1.86 <0.43 <0.89 na na na na na na na na na na na na na na"
09/30/04 <50 <0.14 <0.40 <0.36 <1.10 <0.79 <0.36 <0.47 na na na na na na na na na na na na na na"
05/26/05 <50.0 <0.31 <0.5 <0.3 <0.92 <0.71 <0.3 <0.8 <0.41 <0.36 <0.4 <0.4 <0.29 <0.4 na <0.30 <0.31 <0.5 <0.3 <0.2 <0.3 na"
11/09/05 <50.0 <0.31 <0.5 <0.3 <0.92 <0.71 <0.3 <0.8 <0.41 <0.36 <0.4 <0.4 <0.29 <0.4 na <0.30 <0.31 <0.5 <0.3 <0.2 <0.3 na"
05/10/06 <50.0 <0.31 <0.50 <0.30 <0.92 <0.71 <0.30 <0.80 <0.41 <0.36 <0.40 <0.40 <0.29 <0.40 na <0.30 <0.31 <0.50 <0.30 <0.2 <0.3 na"
11/16/06 <50.0 <0.15 <0.10 <0.40 <0.50 <0.30 <0.10 <1.00 <0.10 <0.20 <0.15 <0.15 <0.20 <0.10 0.56 <0.30 <0.10 <0.20 <0.10 <0.2 <0.3 na"
05/23/07 <50.0 <0.20 <0.10 <0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.3 na"
11/15/07 <50.0 <0.20 <0.10 <0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.3 na"
05/27/08 68 <0.20 <0.10 <0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.3 na"
11/24/08 <50.0 0.42 1.55 3.23 10.16 6.97 <0.50 <1.00 <0.20 <0.40 <0.30 <0.30 <0.40 <0.30 <0.50 <0.30 0.16 <0.20 <0.10 <0.2 <0.3 na"
05/27/09 <50.0 <0.20 <0.20 <0.40 <0.60 <0.40 <0.50 <1.00 <0.30 <0.40 <0.30 <0.30 <0.40 <0.30 <0.80 <0.30 <0.10 <0.40 <0.10 <0.5 <0.3 na"
11/23/09 52.6 <2.00 78.0 9.88 514 90 <5.00 <10.0 <3.00 <4.00 <3.00 <3.00 <4.00 <3.00 <8.00 na 2.48 <4.00 <1.00 <5.00 <0.3 na"
05/19/10 <50.0 <0.20 <0.20 <0.40 <0.60 <0.40 <0.50 <1.00 <0.30 <0.40 <0.30 <0.30 <0.40 <0.30 <0.80 <0.30 <0.10 <0.40 <0.10 <0.5 <0.3 na"
10/21/10 <50.0 <0.20 <0.20 <0.40 <0.60 <0.40 <0.50 <1.00 <0.30 <0.40 <0.30 <0.30 <0.40 <0.30 <0.80 <0.30 <0.10 <0.40 <0.10 <0.50 0.90 na"
06/16/11 na <0.20 <0.20 <0.40 <0.60 <0.40 <0.50 <1.00 <0.30 <0.40 <0.30 <0.30 <0.40 <0.30 <0.80 <0.30 <0.20 <0.40 <0.20 <0.50 <0.30 na"
10/25/11 na <0.20 <0.20 <0.40 <0.60 <0.70 <0.50 <1.00 <0.30 <0.40 <0.30 <0.30 <0.40 <0.30 <0.80 <0.30 <0.20 <0.20 <0.20 <0.50 <0.30 na"
05/16/12 na <0.41 <0.54 <0.67 <2.63 <1.80 <0.61 <0.89 <0.82 <0.93 <0.89 <0.97 <0.24 <0.36 <0.75 na <0.59 <0.67 <0.81 <0.90 <0.45 na"
08/21/13 na <0.50 <0.50 <0.44 <1.32 <3.07 <0.49 <2.5 <0.48 <0.40 <0.60 <0.42 <0.39 <0.48 <0.51 na <0.34 <0.40 <0.50 <0.44 <0.47 na"
06/24/14 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
10/21/14 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
06/23/15 na <0.50 0.57 2.3 2.92 1.36 JU <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
10/06/15 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
05/24/16 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
10/05/16 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
05/16/17 na <0.50 <0.50 <0.50 <1.50 <1.00 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
10/25/17 na <0.50 <0.50 2.3 2.38 1.08 JU <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
MW-2/T68 I
05/17/02 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI"
09/12/02 120,000] 32,000 3,000 38,000 17,400 3,170 <170 280 <150 <130 <120 <190 <54 2,800 <160 <300 <130 <120 320 <200 <300 na"
03/12/03 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP"
09/30/04 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP"
05/26/05 121,000] 25,200 1,810 29,300 20,850 5,570 <300 1,810 <410 <360 <400 <400 <290 <600 na <300 <310 <500 <300 <200 <300 na"
11/09/05 85,300 25,800 1,530 27,000 15,700 2,476 <300 <800 <410 <360 <400 <400 <290 2,520 na <300 <310 <500 <300 <200 <300 na"
05/10/06 88,800 29,700 1,300 25,600 14,830 3,529 <150 <400 <205 <180 <200 <200 <145 2,680 na <300 <155 <250 <150 <200 <300 na"
11/16/06 95,800 29,100 1,570 26,300 16,440 3,212 <100 <1,000 <100 <200 <150 <150 <200 2,370 544 <300 <100 <200 <100 <200 <300 na"
05/23/07 124,000 30,000 2,440 34,700 18,820 5,500 <200 <1,000 <200 <200 <200 <200 <300 <200 <300 <300 103 <200 <100 <200 <300 na"
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Gannett Flemming

TABLE 2

GROUNDWATER ANALYTICAL RESULTS FOR DETECTED COMPOUNDS - TANK 68 RELEASE SITE"

Well ID Substance
) 2 5 : Q g % 5 g § g § § o
2 o 5 g 5 g 5 g £ £ 8 E S £ g 5
g 5 S 5 2 2 E 5 5 & 2 = B 5 2 =
2 2 2 g E 2 2 B E g 2 2 z z 3 3 z = z 2
o g Y g 5 & = ] g g @ & E A a 2 2 & 3 ) 2 E
Date & 3 = = =z z s ; i : 5 5 ) = 3 58 a : = & A
NR 140 PAL| NS 0.5 140 160 400 96 12 10 NS NS NS NS 3 0.5 NS NS NS NS NS 40 05 1.5
NR 140 ES| NS 5 700 800 2,000 480 60 100 NS NS NS NS 30 5 NS NS NS NS NS 200 5 15
11/15/07 98,100] 22,500 2,090 24,800 19,190 5,040 <200 6,390 <200 <200 <200 <200 <300 2,020 <300 <300 <100 <200 <100 <200 <300
05/27/08 103,000 24,900 1,880 29,000 17,380 4,150 <500]  <1,000 <200 <400 <300 <300 <400 1,710 <500 <300 <100 <200 <100 <200 <300
11/24/08 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/27/09 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/23/09 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/19/10 124,000 39,800 2,790 44,100 18,080 4,660 <500  <1,000 <300 <400 <300 <300 <400 <300 <500 <300 <100 <200 <100 <500 <300
10/21/10 245,000| 32,300 4,380 41,200 37,800 12,330 <500 1,180 J <300 <400 <300 <300 <400 1,510 <800 <300 266 J| <400 <200 <500 <300
06/16/11 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
10/25/11 na| 29,600 2,760 34,800 18,150 3,670 <100 451 J <60.0 <80.0 <60.0 <60.0 <80.0 <60.0 <160 na 111 J| <80.0 <40.0 <100 <60.0
05/16/12 na| 24,600 1,950 29,200 16,780 2,906 <76.2 324 ] <102 <116 <111 <121 <30.0 1,700 <93.8 na <73.8 <83.8 149 <112 <56.2
08/21/13 na| 23,800 2,290 28,300 20,740 5,310 <98.7 604 J <96.7 121 J <121 <84.9 <71.5 930 <101 na 923 J| <794 277 <944 <88.6
06/24/14 na| 23,700 892 21,300 16,270 2,757 <43.6 <625 <57.5 <125 <547 <45.1 <125 1,220 <110 na <35.8 <125 <125 <125 <125
10/21/14 na| 25,400 975 24,700 15,820 2,149 <34.8 <500 <46.0 <100 <437 <36.1 <100 1,180 <88.2 na <28.7 <100 <100 <100 <100
06/23/15 na| 10,100 203 11,500 17,270 3,140 <34.8 <500 <46.0 <100 <437 <36.1 <100 355 <88.2 na <28.7 <100 <100 <100 <100
10/06/15 na| 18,300 995 18,500 15,000 2,627 <34.8 <500 <46.0 <100 <437 <36.1 <100 894 <88.2 na <28.7 <100 <100 <100 <100
05/24/16 na| 21,400 1,370 22,200 16,160 2,663 <34.8 <500 <46.0 <100 <437 <36.1 <100 1,260 <88.2 na 483 J| <100 104 J <100 <100
10/05/16 na| 20,900 1,350 20,300 15,370 2,673 <34.8 <500 <46.0 <100 <437 <36.1 <100 1,150 <88.2 na 453 J| <100 105 J <100 <100
05/16/17 na| 22,100 933 19,200 15,400 3,192 <34.8 <500 <46.0 <100 <437 <36.1 <100 1,420 <88.2 na <28.7 <100 <100 <100 <100
10/25/17 na| 30,600 1,170 24,500 19,550 3,122 <43.6 <625 <57.5 <125 <547 <45.1 <125 1,610 <110 na <35.8 <125 <125 <125 <125
MW-3/T68
03/12/03 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI
09/30/04 <50| <0.41 <0.54 <0.67 <2.63 <1.8 <0.61 <0.74 <0.82 <0.93 <0.89 <0.97 <0.24 <0.36 <0.75 <0.30 <0.59 <0.67 <0.81 <0.2 <0.45
05/26/05 96.8 15.6 0.636 J 0.44 J 125 7 478 I <0.3 138 J <0.8 1.61 <0.4 <0.4 <0.29 <0.4 na <0.30 <0.31 <0.5 <0.3 <0.2 <0.45
11/09/05 <50.0] <031 <0.5 <0.3 <0.92 <0.71 <0.3 <0.8 <0.41 <0.36 <0.4 <0.4 <1.00 <0.4 na <0.30 <0.31 <0.5 <0.3 <0.2 <0.45
05/10/06 <50.0 9.77 <0.50 <0.30 1.93 J 3.09 J <0.30 <0.80 <0.41 <0.36 <0.40 <0.40 <0.29 <0.40 na <0.30 <0.60 <0.50 <0.30 <0.2 <0.71
11/16/06 <50.0] <0.15 <0.10 <0.40 <0.50 <0.30 <0.10 <1.00 <0.10 <0.20 <0.15 <0.15 <0.20 <0.10 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.10
05/23/07 <50.0] <0.20 0.10 J| <o0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.30
11/15/07 <50.0] <0.20 <0.10 <0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.30
05/27/08 <50.0] <0.20 <0.10 <0.40 <0.60 <0.40 <0.20 <1.00 <0.20 <0.20 <0.20 <0.20 <0.30 <0.20 <0.30 <0.30 <0.10 <0.20 <0.10 <0.2 <0.30
11/24/08 Filled and sealed
MW-4/T68
03/12/03 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI
09/30/04 5,500 650 260 49 1,090 560 <3.0 38 <4.1 <4.6 <4.4 <4.3 <12 <1.8 <3.8 <30.0 17 15 24 <20.0 <30.0
05/26/05 12,800 2,560 402 443 2,857 1,522 <30.0 132 <41.0 <36.0 <40.0 <40.0 <29.0 <40.0 na <30.0 37.3 <50.0 <30.0 <20.0 <30.0
11/09/05 12,100f 2,730 650 59.9 3,555 1,439 <15.0 114 <20.5 <18.0 <20.0 <20.0 <14.5 <20.0 na <30.0 47 <25.0 51.8 <20.0 <30.0
05/10/06 15,700 5,350 462 125 4,280 1,622 <30.0 154 J <41.0 166 <40.0 <40.0 <29.0 <40.0 na <30.0 <31.0 <50.0 <30.0 <20.0 <30.0
11/16/06 15300 2,630 567 74.9 4,360 2,580 <5.00 212 <5.00 <10.0 <7.50 <7.50 136 J <5.00 <15.0 <30.0 26 114 J| <5.00 <20.0 <30.0
05/23/07 12,200f 2,810 247 52.8 2,314 626 <10.0 118 J <10.0 <10.0 <10.0 <10.0 <15.0 56.2 <15.0 <30.0 7.83 17.7 <5.00 <20.0 <30.0
11/15/07 11,700| 2,160 241 <40.0 2,410 1,760 <20.0 164 J <20.0 <20.0 <20.0 <20.0 <30.0 <20.0 <30.0 <30.0 11.8 <20.0 <10.0 <20.0 <30.0
05/27/08 14,600] 5,270 554 J| <400 3,156 1,071 <500  <1,000 <200 <400 <300 <300 <400 <300 <500 <300 <100 <200 <100 <200 <300
11/24/08 12,100| 2,540 399 437 ] 2,153 1,425 <50.0 157 J <20.0 <40.0 <30.0 <30.0 <40.0 62.8 J| <500 425 ] 265 J| <200 <10.0 20 J <30.0
05/27/09 11,100] 4,150 335 52.8 ] 2,153 1,023 <50.0 104 J <30.0 <40.0 <30.0 <30.0 <40.0 115 <40.0 <30.0 <10.0 <40.0 <10.0 <50.0 <30.0
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TABLE 2

GROUNDWATER ANALYTICAL RESULTS FOR DETECTED COMPOUNDS - TANK 68 RELEASE SITE"

Well ID Substance
o : 2 g o
2 o 5 g = g g 2 g k= 5 2 S g 3 g
g 5 S = 2 2 E g g & S = B 5 2 =
o 5 o 2 E 2 2 = 2 £ 5 S 2 28 ° B = = 2
o] = 5 = @ = = g 2 2 2 ) = = 15 SRS a o, ; S =
2 | E| 2 2 s | 3 2 | = F P 2 i 2 = |52 | 2 £ = :
Date o s i = X = p z & & 8 2 o — = Rz 29 N L - = A
NR 140 PAL NS 0.5 140 160 400 96 12 10 NS NS NS NS 3 0.5 NS NS NS NS NS 40 0.5 15
NR 140 ES NS 5 700 800 2,000 480 60 100 NS NS NS NS 30 5 NS NS NS NS NS 200 5 15
11/23/09 9,880 3,180 236 136 2,090 784 <50.0 404 <30.0 <40.0 <30.0 <30.0 <40.0 84.3 J <80.0 na <10.0 <40.0 <10.0 <50.0 <30.0 na
05/19/10 9,710 4,990 243 <40.0 1,669 839 <50.0 <100 <30.0 <40.0 <30.0 <30.0 <40.0 118 <40.0 <30.0 <10.0 <40.0 <10.0 <50.0 <30.0 na"
10/21/10 12,400 2,590 368 <40.0 2,045 1,790 <50.0 153 <30.0 <40.0 <30.0 <30.0 <40.0 57.6 J <80.0 <30.0 <20.0 <40.0 <20.0 <50.0 <30.0 na"
06/16/11 na 2,390 172 <40.0 1,096.4 535 <50.0 <100 <30.0 <40.0 <30.0 <30.0 <40.0 <30.0 <80.0 na <20.0 <40.0 <20.0 <50.0 <30.0 na"
10/25/11 na 2,180 247 452 ] 1,234.3 857 <50.0 <100 <30.0 <40.0 <30.0 <30.0 <40.0 51.3 <80.0 na <20.0 <40.0 <20.0 <50.0 <30.0 na"
05/16/12 na 2,150 297 13.0 1,054.5 793 <6.1 72.4 <8.2 <9.3 <8.9 <9.7 <2.4 <3.6 <7.5 na 8.0 7.0 14.4 <9.0 <4.5 na"
08/21/13 na 2,690 548 114 ] 1,157.6 799.6 <9.9 94.1 <9.7 8.5 <12.1 <8.5 <7.8 <9.5 <10.1 na 16.2 8.4 36.3 <8.9 <9.4 na"
06/24/14 na 0.50 U <0.50 <0.50 <1.50 <1.0 <0.23 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
10/21/14 na 73.8 19.8 <0.50 111.97 J 85.4 <0.17 33 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
06/23/15 na 982 178 15.8 450.6 475.5 <1.7 <25.0 <2.3 <5.0 <21.9 <1.8 <5.0 <1.7 <4.4 na 4.6 <5.0 7.5 <5.0 <5.0 na"
10/06/15 na 10.1 1.5 <0.50 2.7 2.6 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
05/24/16 na 282 30.6 22 ) 88.0 148.6 <0.44 <6.2 <0.58 <1.2 <5.5 <0.45 <1.2 <0.42 <1.1 na 0.69 <1.2 <1.2 <1.2 <1.2 na"
10/05/16 na 3.3 0.83 0.99 J 4.1 3.2 <0.17 <2.5 <0.23 <0.50 <2.2 <0.18 <0.50 <0.17 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 na"
05/16/17 na 3,930 602 <20.0 1,600 674.5 <7.0 <100 <9.2 <20.0 <87.4 <7.2 <20.0 <6.7 <17.6 na 10.4 <20.0 <20.0 <20.0 <30.0 na"
10/25/17 na 79.6 9.7 3.6 30.6 40.6 <0.44 <6.2 <0.58 <1.2 8.3 <0.45 <1.2 <0.42 <1.1 na 0.43 <1.2 2.1 <1.2 <1.2 naj
MW-5/T66
11/25/98 100 <0.30 1.9 6.7 32 10.4 <0.20 <1.1 <0.20 2 <0.20 <0.30 <0.90 <0.20 na <0.30 <0.20 <0.20 0.3 <0.20 <0.60 na
12/17/98 na na na na na na na na na na na na na na na na na na na na na <1
04/06/99 997 44 8.06 33.1 195 109 <0.3 na na na na na na na na na na na na na na 241
06/01/99 3,810 55.4 65.7 170 909 554 <3.0 na na na na na na na na na na na na na na 2.75
09/09/99 31,300 1,920 1,970 5,190 9,590 2,554 <15 na na na na na na na na na na na na na na 4.23
12/10/99 74,600 7,480 3,070 19,800 15,270 2,786 <60 na na na na na na na na na na na na na na 3.38
03/06/02 44,000 3,300 3,100 13,000 18,000 4,800 <25 820 na na na na na na na na na na na na na naj
07/11/02 na 2,100 1,700 8,700 13,400 2,900 <49 na na na na na na na na na na na na na na na"
09/12/02 44,000 2,200 2,800 10,000 14,500 2,960 <22 310 na na na na na na na na na na na na na na"
03/12/03 48,000 3,400 3,100 9,900 15,600 3,220 <22 340 na na na na na na na na na na na na na na"
09/30/04 77,000 13,000 3,600 23,000 17,200 3,350 <72 520 na na na na na na na na na na na na na na"
05/26/05 72,800 20,700 1,250 23,400 9,990 1,974 <300 <800 <410 <360 <400 <400 <290 <400 na <300 <310 <500 <300 <200 <300 na"
11/09/05 53,100 8,980 2,580 19,700 17,840 2,731 <60.0 270 <82.0 <72.0 <80.0 <80.0 <58.0 <80.0 na <30.0 68.3 <100 190 <200 <300 na"
05/10/06 72,700 8,620 3,660 19,400 18,340 4,340 <150 667 <205 549 <200 <200 <145 <200 na <300 <155 <250 602 <200 <300 na"
11/16/06 17,300 672 425 1,740 4,040 1,852 <5.00 89.6 102 199 <7.50 <7.50 <10.0 154 J <15.0 <30.0 17.7 11.5 <5.00 <20.0 <30.0 na"
05/23/07 29,800 2,620 1,160 5,200 6,840 2,360 <10.0 174 <10.0 <10.0 <10.0 <10.0 19.7 52.0 <15.0 <30.0 32.3 <10.0 <5.00 <20.0 <30.0 na"
11/15/07 27,000 2,440 1,270 4,790 8,180 2,540 <20.0 221 <20.0 <20.0 <20.0 <20.0 <30.0 <20.0 <30.0 <30.0 34.2 <20.0 <10.0 <20.0 <30.0 na"
05/27/08 39,500 4,210 2,180 8,750 12,350 2,360 <500 <1,000 <200 <400 <300 <300 <400 <300 <500 <300 <100 <200 <100 <200 <300 na"
11/24/08 19,300 2,010 1,270 4,340 8,540 1,841 <50.0 223 <20.0 230 <30.0 <30.0 <40.0 <30.0 <50.0 <30.0 33.9 <20.0 <10.0 <20.0 <30.0 na"
05/29/09 27,500 2,710 1,570 3,590 10,550 3,160 <500 <1,000 <300 <400 <300 <300 <400 <300 <800 <300 <100 <400 <100 <500 <300 na"
11/23/09 20,100 1,870 926 1,050 6,910 2,760 <50.0 391 <30.0 <40.0 <30.0 <30.0 <40.0 43.6 J <80.0 na 31.6 <40.0 <10.0 <50.0 <300 na"
05/19/10 25,400 2,980 1,480 4,190 9,050 3,000 <500 <1,000 <300 <400 <300 <300 <400 <300 <800 <300 <100 <400 <100 <500 <300 na"
10/21/10 21,800 1,630 913 2,090 6,670 1,431 <50.0 211 <30.0 <40.0 <30.0 <30.0 <40.0 349 J <80.0 <30.0 21.3 <40.0 <20.0 <500 <30.0 na"
06/16/11 na 2,940 1,520 2,470 9,480 2,161 <250 <500 <150 <200 <150 <150 <200 <150 <400 na <100 <200 <100 <250 <150 na"
10/25/11 na 3,020 820 1,110 7,280 1,745 <250 <500 <150 <200 <150 <150 <200 <150 <400 na <100 <200 <100 <250 <150 na"
05/16/12 na 3,220 2,550 2,690 13,910 2,828 <15.2 317 <20.5 <23.2 <22.2 <24.2 <6.0 <9.0 <18.8 na 54.1 <16.8 210 <22.5 <11.2 na"
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TABLE 2

GROUNDWATER ANALYTICAL RESULTS FOR DETECTED COMPOUNDS - TANK 68 RELEASE SITE"

Well ID Substance
[5)
o 8 0 E o
g 2 g g 5 £ 5 8 g = £ e 8 5 £ g
g 5 S = 2 2 E g g & S = B 5 2 =
o 5 o 2 E 2 2 = 2 £ 5 S 2 28 ° B = = 2
Q = 5 = @ = = = 2 2 2 S = = 15 S a o, ; 3 =
2 | E| 2 2 s | 3 2 | = F P 2 i 2 = |52 | 2 £ = :
Date O ) i) E X = = z g & 2 ) @) — — 2 29 Iy & =) = a
NR 140 PAL| NS 0.5 140 160 400 96 12 10 NS NS NS NS 3 0.5 NS NS NS NS NS 40 0.5 15
NR 140 ES| NS 5 700 800 2,000 480 60 100 NS NS NS NS 30 5 NS NS NS NS NS 200 5 15
08/21/13 na| 3,860 2,540 1,760 15,230 3,450 <19.7 404 <19.3 56.9 <242 <17.0 <15.5 <19.1 <20.3 na 66.4 16.8 J 244 <177 <18.9 na
06/24/14 na 6.0 0.80 J 2.5 64.5 19.4 <0.17 <25 <0.23 <0.50 <22 <0.18 <0.50 <0.16 <0.44 na <0.14 <0.50 <0.50 <0.50 <0.50 nal|
10/21/14 na| 2,050 1,230 423 9,030 1,486 <35 172 <4.6 <10.0 <43.7 <3.6 <10.0 <34 <8.8 na 115 7| <10.0 435 <10.0 <10.0 nal|
06/23/15 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP||
10/06/15 na| 11,800 2,080 20,900 16,670 4,585 <34.8 510 J <46.0 <100 <437 <36.1 <100 <33.6 <88.2 na 747 J| <100 316 <100 <100 nal|
05/24/16 na| 10,600 3,330 17,000 19,360 4,719 <34.8 <500 <46.0 <100 <437 <36.1 <100 <33.6 <88.2 na 118 J| <100 419 <100 <100 nal|
10/05/16 na| 9,090 2,700 15,900 16,800 3,241 <34.8 <500 <46.0 <100 <437 <36.1 <100 <33.6 <88.2 na 652 J| <100 222 <100 <100 nal|
05/16/17 na| 10,600 2,950 16,300 18,730 2,902 <34.8 <500 <46.0 <100 <437 <36.1 <100 <33.6 <88.2 na 744 7| <100 209 <100 <100 nal|
10/25/17 na| 8,790 2,300 15,400 17,250 2,364 <21.8 <312 <28.8 <62.5 <273 <225 <62.5 <21.0 <55.1 na 664 J| <625 167 <62.5 <62.5 nal|
MW-5/T68 I
03/12/03 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NIl
09/30/04 57,000 14,000 460 15,000 9,100 1,810 <61 330 <82 <93 <89 <97 <24 <36 <75 <300 <59 <67 <81 <200 <300 nal|
05/26/05 66,600] 10,500 2,240 17,000 17,060 4,084 <150 431 <205 513 <200 <200 <145 <300 na <300 <155 <250 305 <200 <300 nal|
11/09/05 40,100 9,710 450 10,100 9,990 1,682 <150 <400 <205 <180 <200 <200 <145 <200 na <300 <155 <250 <150 <200 <300 nal|
05/10/06 45,600 13,300 422 12,300 9,700 1,881 <60.0 241 J <82.0 <72.0 <80.0 <80.0 <58.0 <80.0 na <300 <62.0 <100 <60.0 <200 <300 nal|
11/16/06 37,300] 5,410 922 6,820 10,380 3,260 <10.0 265 J 75 <20.0 <15.0 19.9 J <20.0 109 656 1| <300 30.1 J| <200 <10.0 <200 <300 nal|
05/23/07 103,000{ 21,200 2,730 33,800 16,520 4,590 <200]  <1,000 <200 <200 <200 <200 <300 <200 <300 <300 <100 <200 <100 <200 <300 nal|
11/15/07 121,000( 7,580 1,240 13,500 7,180 2,007 <200]  <1,000 <200 <200 <200 <200 <300 <200 <300 <300 <100 <200 <100 <200 <300 nal|
05/27/08 120,000 22,600 3,310 45,700 20,390 3,327 <500]  <1,000 <200 <400 <300 <300 <400 <300 <500 <300 <100 <200 <100 <200 <300 nal|
11/24/08 109,000( 6,950 1,590 14,200 7,780 1,377 <500]  <1,000 <200 <400 <300 <300 <400 <300 <500 <300 <100 <200 <100 <200 <300 nal|
05/27/09 110,000{ 19,000 4,030 45,700 21,860 6,040 <500]  <1,000 <300 <400 <300 <300 <400 585 J[ <800 <300 134 7| <400 <100 <500 <300 nal|
11/23/09 106,000{ 13,200 3,630 30,600 20,610 6,280 <50.0 783 <30.0 <40.0 <30.0 <30.0 <40.0 315 <80.0 na 111 <40.0 <10.0 <50.0 <300 nal|
05/19/10 103,000 18,400 3,640 42,200 21,540 6,560 <500]  <1,000 <300 <400 <300 <300 <400 <300 <800 <300 134 7| <400 <100 <500 <300 nal|
10/21/10 98,000] 14,900 3,730 36,800 24,540 6,240 <500 1,070 J <300 <400 <300 <300 <400 339 J| <400 <300 <200 <400 <200 <500 <300 nal|
06/16/11 na| 12,200 2,760 33,100 16,950 3324 J <500]  <1,000 <300 <400 <300 <300 <400 <300 <800 na <200 <400 <200 <500 <300 nal|
10/25/11 na| 12,600 2,250 27,800 18,100 4,288 J <500]  <1,000 <300 <400 <300 <300 <400 322 J| <800 na <200 <400 <200 <500 <300 nal|
05/16/12 na| 12,700 2,610 28,200 17,680 3,480 <76.2 476 1 <102 <116 <111 <121 <30.0 <450 <93.8 na <73.8 <83.8 214 <112 <56.2 nal|
08/21/13 na| 16,000 2,390 27,800 16,160 4,261 <98.7 584 ] <96.7 <79.9 <121 <84.9 <775 <95.3 <101 na 71.0 <79.4 273 <88.6 <94.4 nal|
06/24/14 na| 14,600 2,700 26,900 17,940 1,208 <43.6 <625 <57.5 <125 <547 <45.1 <125 <41.9 <110 na 575 J| <125 193 J <125 <125 nal|
10/21/14 na| 23,300 4,140 48,700 33,400 5,250 <34.8 617 1 <46.0 <100 <437 <36.1 <100 <33.5 <88.2 na <28.7 <100 260 <100 <100 na
06/23/15 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
10/06/15 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/24/16 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
10/05/16 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/16/17 na| 25,600 3,200 42,700 23,200 3,821 <109] <1560 <144 623 J| <1370 <113 <312 <105 <276 na <89.6 <312 <312 <312 <312 na
10/25/17 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
MW-6/T68
03/12/03 NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI NI
09/30/04 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/26/05 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/09/05 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/19/06 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
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Gannett Flemming

TABLE 2

GROUNDWATER ANALYTICAL RESULTS FOR DETECTED COMPOUNDS - TANK 68 RELEASE SITE"

Well ID Substance
=) Q = [}

g 2 g N g g ki S S = g £ g = g 3

: 3 2 2 3 3 E e e S ) 3 2 2 k 3

8 2 2 5 . o E 3 3 g £ g 3 5 = £ g 3 z = % E

2 | E| 2 2 s | 3 2 | = F P 2 i 2 = |52 | 2 £ = :

Date O ) i) E X = = z g & 2 ) @) — — 2 29 Iy & =) = a

NR 140 PAL| NS 0.5 140 160 400 96 12 10 NS NS NS NS 3 0.5 NS NS NS NS NS 40 0.5 15

NR 140 ES| NS 5 700 800 2,000 480 60 100 NS NS NS NS 30 5 NS NS NS NS NS 200 5 15
05/23/07 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/15/07 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/27/08 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/24/08 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/27/09 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
11/23/09 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
05/19/10 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
10/21/10 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
06/16/11 FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP FP
10/25/11 na| 24,000 2,160 25,200 16,320 3,830 <100 243 ] <60.0 <80.0 <60.0 <60.0 <80.0 <60.0 <80.0 na 613 J| <80.0 <40.0 <100 <60.0 naj
05/16/12 na| 27,900 2,270 31,200 19,370 3,059 <122 436 J <164 <186 <178 <194 <48.0 293 <150 na <118 <134 <162 <180 <90.0 nal|
08/21/13 na| 26,100 3,940 32,700 33,400 11,180 <98.7 852 J <96.7 439 <121 <84.9 <775 <95.3 <101 na 193 J 124 J 741 <88.6 <94.4 nal|
06/24/14 na| 26,000 1,780 25,700 19,390 3,017 <43.6 <625 <575 <125 <547 <45.1 <125 336 <110 na <35.8 <125 127 J <125 <125 nal|
10/21/14 na| 47,200 2,160 47,700 43,200 6,080 <348 543 J <46.0 <100 <437 <36.1 <100 <33.5 <88.2 na <28.7 <100 121 J <100 <100 nal|
06/23/15 na| 5,710 263 J| 3,900 20,110 4,263 <8.7 383 <115 <25.0 <109 <9.0 <25.0 <8.4 <22.1 na <72 <25.0 <25.0 <25.0 <25.0 nal|
10/06/15 na| 6,000 430 J| 3,010 18,150 4,307 <8.7 342 <115 <25.0 <109 <9.0 <25.0 435 J| <221 na <72 <25.0 <25.0 <25.0 <25.0 nal|
05/24/16 DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP DP|
10/05/16 na| 5,070 455 J| 1,560 14,320 4,065 <8.7 334 <115 <25.0 <109 <9.0 <25.0 375 J| <221 na <72 <25.0 <25.0 <25.0 <25.0 nal|
05/16/17 na| 21,000 1,170 19,600 20,980 3,928 <174 273 J <23.0 <50.0 <219 <18.0 <50.0 240 <44.1 na 308 J| <500 81.8 J <50.0 <50.0 nal|
10/25/17 na| 17,500 576 12,500 16,570 3,569 <218 <312 <28.8 <62.5 <273 <22.5 <62.5 225 <55.1 na <17.9 <62.5 <62.5 <62.5 <62.5 nal|

NOTES:

Results are in micrograms per liter (ug/). Detected concentrations at or above an applicable NR 140 PAL are in red font and italicized; those at or above an NR 140 ES are in red font and bold.
DP = Discontinuous product globules, well not sampled.

FP = Free product, well not sampled.

GRO = Gasoline range organics.

J = Estimated concentration, concentration below the laboratory's level of quantitation.
MTBE = Methyl tert butyl ether.

na = Not analyzed.

NI = Not installed.

NR 140 ES = Wisconsin Administrative Code NR 140 Enforcement Standard.

NR 140 PAL = Wisconsin Administrative Code NR 140 Preventive Action Limit.

NS = No standard.

TMBs = Trimethylbenzenes.

U = Compound not detected at or above the limit of detection.

FOOTNOTE:
(1) In addition, 244 pg/ € of 1,3-dichloropropane was detected in the sample collected from MW-5/T66 on 10/25/17. However, 1,3-dichloropropane has no NR 140 PAL or NR 140 ES. Consequently, Table 2 was not revised to include all 1,3-dichloropropane data.
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Gannett Fleming

ATTACHMENT A

LABORATORY REPORTS AND CHAIN OF CUSTODY RECORDS FOR GROUNDWATER
SAMPLES COLLECTED FROM JULY 2015 THROUGH DECEMBER 2017
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project #34265.003
Calumet Superior
Reviewed by CCW

October 19, 2015
10/20/15

Clifford Wright
Gannett Fleming
8025 Excelsior Drive
Madison, WI 53717

RE: Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Dear Clifford Wright:

Enclosed are the analytical results for sample(s) received by the laboratory on October 08, 2015.
The results relate only to the samples included in this report. Results reported herein conform to the
most current TNI standards and the laboratory's Quality Assurance Manual, where applicable, unless
otherwise noted in the body of the report.

If you have any questions concerning this report, please feel free to contact me.

Sincerely,

Dan Milewsky
dan.milewsky@pacelabs.com
Project Manager

Enclosures

cc: Dave Olig, Gannett Fleming

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc.. Page 1 of 52



Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

CERTIFICATIONS

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Green Bay Certification IDs

1241 Bellevue Street, Green Bay, WI 54302 North Dakota Certification #: R-150
Florida/NELAP Certification #: E87948 South Carolina Certification #: 83006001
lllinois Certification #: 200050 Texas Certification #: T104704529-14-1
Kentucky Certification #: 82 US Dept of Agriculture #: S-76505
Louisiana Certification #: 04168 Virginia VELAP ID: 460263

Minnesota Certification #: 055-999-334 Virginia VELAP Certification ID: 460263
Virginia VELAP ID: 460263 Wisconsin Certification #: 405132750

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc.. Page 2 of 52



SAMPLE SUMMARY

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

Lab ID Sample ID Matrix Date Collected Date Received
40122459001 MW-1/CW Water 10/06/15 12:00 10/08/15 10:40
40122459002 MW-2/CW Water 10/06/15 12:02 10/08/15 10:40
40122459003 MW-3/CW Water 10/06/15 12:10 10/08/15 10:40
40122459004 MW-4/CW Water 10/06/15 12:05 10/08/15 10:40
40122459005 MW-1/T40 Water 10/06/15 08:00 10/08/15 10:40
40122459006 MW-4/T40 Water 10/06/15 08:25 10/08/15 10:40
40122459007 MW-5/T40 Water 10/06/15 08:10 10/08/15 10:40
40122459008 MW-6/T40 Water 10/06/15 08:15 10/08/15 10:40
40122459009 MW-7/T40 Water 10/06/15 08:20 10/08/15 10:40
40122459010 TS-1/T40 Water 10/06/15 08:22 10/08/15 10:40
40122459011 MW-1/T68 Water 10/06/15 08:40 10/08/15 10:40
40122459012 MW-2/T68 Water 10/06/15 09:00 10/08/15 10:40
40122459013 MW-4/T68 Water 10/06/15 08:55 10/08/15 10:40
40122459014 MW-5/T66 Water 10/06/15 08:45 10/08/15 10:40
40122459015 MW-6/T68 Water 10/06/15 09:05 10/08/15 10:40
40122459016 MW-1R/T70 Water 10/06/15 09:40 10/08/15 10:40
40122459017 MW-2R/T70 Water 10/06/15 09:15 10/08/15 10:40
40122459018 MW-3/T70 Water 10/06/15 09:30 10/08/15 10:40
40122459019 MW-4/T70 Water 10/06/15 09:35 10/08/15 10:40
40122459020 MW-5/T70 Water 10/06/15 09:20 10/08/15 10:40
40122459021 MW-6/T70 Water 10/06/15 09:25 10/08/15 10:40
40122459022 TRIP BLANK Water 10/06/15 00:00 10/08/15 10:40

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, Inc..

Page 3 of 52



SAMPLE ANALYTE COUNT

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Analytes
Lab ID Sample ID Method Analysts Reported Laboratory
40122459001 MW-1/CW EPA 8260 HNW 12 PASI-G
40122459002 MW-2/CW EPA 8260 HNW 12 PASI-G
40122459003 MW-3/CW EPA 8260 HNW 12 PASI-G
40122459004 MW-4/CW EPA 8260 HNW 12 PASI-G
40122459005 MW-1/T40 EPA 8260 HNW 11 PASI-G
40122459006 MW-4/T40 EPA 8260 HNW 11 PASI-G
40122459007 MW-5/T40 EPA 8260 AJP 11 PASI-G
40122459008 MW-6/T40 EPA 8260 LAP 11 PASI-G
40122459009 MW-7/T40 EPA 8260 AJP 11 PASI-G
40122459010 TS-1/T40 EPA 8260 AJP 11 PASI-G
40122459011 MW-1/T68 EPA 8260 LAP 63 PASI-G
40122459012 MW-2/T68 EPA 8260 LAP 63 PASI-G
40122459013 MW-4/T68 EPA 8260 LAP 63 PASI-G
40122459014 MW-5/T66 EPA 8260 LAP 63 PASI-G
40122459015 MW-6/T68 EPA 8260 LAP 63 PASI-G
40122459016 MW-1R/T70 EPA 8260 AJP 12 PASI-G
40122459017 MW-2R/T70 EPA 8260 AJP 12 PASI-G
40122459018 MW-3/T70 EPA 8260 AJP 12 PASI-G
40122459019 MW-4/T70 EPA 8260 AJP 12 PASI-G
40122459020 MW-5/T70 EPA 8260 AJP 12 PASI-G
40122459021 MW-6/T70 EPA 8260 LAP 12 PASI-G
40122459022 TRIP BLANK EPA 8260 AJP 12 PASI-G

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Project:

Pace Project No.:

34265.003 CALUMET-SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40122459002 MW-2/CW

EPA 8260 1,2,4-Trimethylbenzene 51.5 ug/L 5.0 10/12/1513:28
EPA 8260 1,3,5-Trimethylbenzene 4.6J ug/L 5.0 10/12/1513:28
EPA 8260 Benzene 434 ug/L 5.0 10/12/1513:28
EPA 8260 Ethylbenzene 61.9 ug/L 5.0 10/12/1513:28
EPA 8260 Toluene 6.3 ug/L 5.0 10/12/1513:28
EPA 8260 m&p-Xylene 73.1 ug/L 10.0 10/12/15 13:28
EPA 8260 0-Xylene 8.1 ug/L 5.0 10/12/1513:28
40122459003 MW-3/CW

EPA 8260 1,2,4-Trimethylbenzene 282 ug/L 100 10/12/1510:59
EPA 8260 1,3,5-Trimethylbenzene 119 ug/L 100 10/12/1510:59
EPA 8260 Benzene 12500 ug/L 100 10/12/1510:59
EPA 8260 Ethylbenzene 409 ug/L 100 10/12/1510:59
EPA 8260 Toluene 265 ug/L 100 10/12/1510:59
EPA 8260 m&p-Xylene 1930 ug/L 200 10/12/1510:59
EPA 8260 0-Xylene 270 ug/L 100 10/12/1510:59
40122459004 MW-4/CW

EPA 8260 1,2,4-Trimethylbenzene 1300 ug/L 50.0 10/12/1511:22
EPA 8260 1,3,5-Trimethylbenzene 352 ug/L 50.0 10/12/1511:22
EPA 8260 Benzene 8180 ug/L 50.0 10/12/1511:22
EPA 8260 Ethylbenzene 979 ug/L 50.0 10/12/1511:22
EPA 8260 Naphthalene 155J ug/L 250 10/12/1511:22
EPA 8260 Toluene 282 ug/L 50.0 10/12/1511:22
EPA 8260 m&p-Xylene 3750 ug/L 100 10/12/1511:22
EPA 8260 0-Xylene 582 ug/L 50.0 10/12/1511:22
40122459005 MW-1/T40

EPA 8260 1,2,4-Trimethylbenzene 2.0 ug/L 1.0 10/12/1510:14
EPA 8260 1,3,5-Trimethylbenzene 121 ug/L 1.0 10/12/1510:14
EPA 8260 Benzene 0.51J ug/L 1.0 10/12/1510:14
EPA 8260 Ethylbenzene 0.79J ug/L 1.0 10/12/1510:14
EPA 8260 Toluene 14 ug/L 1.0 10/12/1510:14
EPA 8260 m&p-Xylene 7.6 ug/L 2.0 10/12/1510:14
EPA 8260 0-Xylene 0.91J ug/L 1.0 10/12/1510:14
40122459006 MW-4/T40

EPA 8260 1,2,4-Trimethylbenzene 858 ug/L 100 10/12/1511:44
EPA 8260 1,3,5-Trimethylbenzene 245 ug/L 100 10/12/1511:44
EPA 8260 Benzene 6500 ug/L 100 10/12/1511:44
EPA 8260 Ethylbenzene 109 ug/L 100 10/12/1511:44
EPA 8260 m&p-Xylene 3000 ug/L 200 10/12/1511:44
EPA 8260 0-Xylene 1530 ug/L 100 10/12/1511:44
40122459007 MW-5/T40

EPA 8260 1,2,4-Trimethylbenzene 0.51J ug/L 1.0 10/10/15 12:49
EPA 8260 Toluene 0.70J ug/L 1.0 10/10/15 12:49
EPA 8260 m&p-Xylene 1.1 ug/L 2.0 10/10/1512:49
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Project:

Pace Project No.:

34265.003 CALUMET-SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40122459008 MW-6/T40

EPA 8260 1,2,4-Trimethylbenzene 4.8 ug/L 1.0 10/13/1519:18
EPA 8260 Benzene 123 ug/L 1.0 10/13/1519:18
EPA 8260 Ethylbenzene 8.8 ug/L 1.0 10/13/1519:18
EPA 8260 mé&p-Xylene 8.8 ug/L 2.0 10/13/1519:18
40122459009 MW-7/T40

EPA 8260 1,2,4-Trimethylbenzene 458 ug/L 40.0 10/10/15 16:06
EPA 8260 1,3,5-Trimethylbenzene 149 ug/L 40.0 10/10/15 16:06
EPA 8260 Benzene 2150 ug/L 40.0 10/10/15 16:06
EPA 8260 Ethylbenzene 513 ug/L 40.0 10/10/15 16:06
EPA 8260 Toluene 39.3J ug/L 40.0 10/10/15 16:06
EPA 8260 mé&p-Xylene 2340 ug/L 80.0 10/10/15 16:06
EPA 8260 0-Xylene 1070 ug/L 40.0 10/10/15 16:06
40122459010 TS-1/T40

EPA 8260 1,2,4-Trimethylbenzene 6.7 ug/L 1.0 10/10/1513:11
EPA 8260 1,3,5-Trimethylbenzene 4.2 ug/L 1.0 10/10/1513:11
EPA 8260 Benzene 4.6 ug/L 1.0 10/10/1513:11
EPA 8260 Ethylbenzene 1.1 ug/L 1.0 10/10/1513:11
40122459012 MW-2/T68

EPA 8260 1,2,4-Trimethylbenzene 2090 ug/L 200 10/12/1511:27
EPA 8260 1,2-Dichloroethane 894 ug/L 200 10/12/1511:27
EPA 8260 1,3,5-Trimethylbenzene 537 ug/L 200 10/12/1511:27
EPA 8260 Benzene 18300 ug/L 200 10/12/1511:27
EPA 8260 Ethylbenzene 995 ug/L 200 10/12/1511:27
EPA 8260 Toluene 18500 ug/L 200 10/12/1511:27
EPA 8260 mé&p-Xylene 10200 ug/L 400 10/12/15 11:27
EPA 8260 0-Xylene 4800 ug/L 200 10/12/1511:27
40122459013 MW-4/T68

EPA 8260 1,2,4-Trimethylbenzene 2.1 ug/L 1.0 10/12/15 16:25
EPA 8260 Benzene 10.1 ug/L 1.0 10/12/15 16:25
EPA 8260 Ethylbenzene 15 ug/L 1.0 10/12/15 16:25
EPA 8260 m&p-Xylene 2.2 ug/L 2.0 10/12/1516:25
40122459014 MW-5/T66

EPA 8260 1,2,4-Trimethylbenzene 3620 ug/L 200 10/12/15 16:47
EPA 8260 1,3,5-Trimethylbenzene 965 ug/L 200 10/12/15 16:47
EPA 8260 Benzene 11800 ug/L 200 10/12/15 16:47
EPA 8260 Ethylbenzene 2080 ug/L 200 10/12/15 16:47
EPA 8260 Isopropylbenzene (Cumene) 74.7J ug/L 200 10/12/15 16:47
EPA 8260 Naphthalene 510J ug/L 1000 10/12/15 16:47
EPA 8260 Toluene 20900 ug/L 200 10/12/15 16:47
EPA 8260 m&p-Xylene 11700 ug/L 400 10/12/15 16:47
EPA 8260 n-Propylbenzene 316 ug/L 200 10/12/15 16:47
EPA 8260 0-Xylene 4970 ug/L 200 10/12/15 16:47
40122459015 MW-6/T68

EPA 8260 1,2,4-Trimethylbenzene 3360 ug/L 50.0 10/12/1510:22
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Project:

Pace Project No.:

34265.003 CALUMET-SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40122459015 MW-6/T68

EPA 8260 1,2-Dichloroethane 43.5J ug/L 50.0 10/12/1510:22
EPA 8260 1,3,5-Trimethylbenzene 947 ug/L 50.0 10/12/1510:22
EPA 8260 Benzene 6000 ug/L 50.0 10/12/1510:22
EPA 8260 Ethylbenzene 43.0J ug/L 50.0 10/12/1510:22
EPA 8260 Naphthalene 342 ug/L 250 10/12/1510:22
EPA 8260 Toluene 3010 ug/L 50.0 10/12/1510:22
EPA 8260 mé&p-Xylene 12200 ug/L 100 10/12/1510:22
EPA 8260 0-Xylene 5950 ug/L 50.0 10/12/1510:22
40122459016 MW-1R/T70

EPA 8260 1,2,4-Trimethylbenzene 1500 ug/L 125 10/10/15 16:28
EPA 8260 1,3,5-Trimethylbenzene 404 ug/L 125 10/10/15 16:28
EPA 8260 Benzene 10400 ug/L 125 10/10/15 16:28
EPA 8260 Ethylbenzene 570 ug/L 125 10/10/15 16:28
EPA 8260 Toluene 8130 ug/L 125 10/10/15 16:28
EPA 8260 m&p-Xylene 6440 ug/L 250 10/10/15 16:28
EPA 8260 0-Xylene 2310 ug/L 125 10/10/15 16:28
40122459017 MW-2R/T70

EPA 8260 1,2,4-Trimethylbenzene 3200 ug/L 250 10/10/15 16:50
EPA 8260 1,3,5-Trimethylbenzene 802 ug/L 250 10/10/15 16:50
EPA 8260 Benzene 15200 ug/L 250 10/10/15 16:50
EPA 8260 Ethylbenzene 1600 ug/L 250 10/10/15 16:50
EPA 8260 Toluene 24100 ug/L 250 10/10/15 16:50
EPA 8260 m&p-Xylene 12600 ug/L 500 10/10/15 16:50
EPA 8260 0-Xylene 5250 ug/L 250 10/10/15 16:50
40122459018 MW-3/T70

EPA 8260 1,2,4-Trimethylbenzene 0.78J ug/L 1.0 10/10/1513:33
EPA 8260 Benzene 4.0 ug/L 1.0 10/10/15 13:33
EPA 8260 Ethylbenzene 0.70J ug/L 1.0 10/10/1513:33
EPA 8260 0-Xylene 0.77J ug/L 1.0 10/10/15 13:33
40122459019 MW-4/T70

EPA 8260 1,2,4-Trimethylbenzene 2550 ug/L 100 10/10/1517:12
EPA 8260 1,3,5-Trimethylbenzene 640 ug/L 100 10/10/1517:12
EPA 8260 Benzene 10700 ug/L 100 10/10/1517:12
EPA 8260 Ethylbenzene 1500 ug/L 100 10/10/1517:12
EPA 8260 Naphthalene 515 ug/L 500 10/10/1517:12
EPA 8260 Toluene 17600 ug/L 100 10/10/1517:12
EPA 8260 m&p-Xylene 12000 ug/L 200 10/10/1517:12
EPA 8260 0-Xylene 5470 ug/L 100 10/10/1517:12
40122459020 MW-5/T70

EPA 8260 1,2,4-Trimethylbenzene 2.0 ug/L 1.0 10/10/15 13:55
EPA 8260 1,3,5-Trimethylbenzene 1.1 ug/L 1.0 10/10/15 13:55
EPA 8260 Benzene 1.6 ug/L 1.0 10/10/15 13:55
EPA 8260 Ethylbenzene 0.59J ug/L 1.0 10/10/15 13:55
EPA 8260 Naphthalene 10.9 ug/L 5.0 10/10/15 13:55
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Project:

Pace Project No.:

34265.003 CALUMET-SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40122459020 MW-5/T70

EPA 8260 m&p-Xylene 3.7 ug/L 2.0 10/10/1513:55
EPA 8260 0-Xylene 7.6 ug/L 1.0 10/10/15 13:55
40122459021 MW-6/T70

EPA 8260 1,2,4-Trimethylbenzene 18.9 ug/L 1.0 10/13/15 19:40
EPA 8260 1,3,5-Trimethylbenzene 6.1 ug/L 1.0 10/13/15 19:40
EPA 8260 Benzene 84.1 ug/L 1.0 10/13/15 19:40
EPA 8260 Ethylbenzene 4.6 ug/L 1.0 10/13/15 19:40
EPA 8260 Naphthalene 4.0 ug/L 5.0 10/13/1519:40
EPA 8260 Toluene 6.4 ug/L 1.0 10/13/15 19:40
EPA 8260 mé&p-Xylene 66.4 ug/L 2.0 10/13/1519:40
EPA 8260 0-Xylene 35.3 ug/L 1.0 10/13/15 19:40

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

PROJECT NARRATIVE

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Method: EPA 8260
Description: 8260 MSV

Client: Gannett Fleming Inc.
Date: October 19, 2015

General Information:
5 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

PROJECT NARRATIVE

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Method: EPA 8260
Description: 8260 MSV UST
Client: Gannett Fleming Inc.
Date: October 19, 2015

General Information:
17 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

This data package has been reviewed for quality and completeness and is approved for release.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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Project:

34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-1/T68

Lab ID: 40122459011

Collected: 10/06/15 08:40 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/12/15 08:54
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/12/15 08:54
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/12/15 08:54
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/12/15 08:54
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/12/15 08:54
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/12/15 08:54
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/12/15 08:54
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/12/15 08:54
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/12/15 08:54
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/12/15 08:54
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/12/15 08:54
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/12/15 08:54
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/12/15 08:54
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/12/15 08:54
Benzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/12/15 08:54
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/12/15 08:54
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Bromoform <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Bromomethane <2.4 ug/L 5.0 2.4 1 10/12/15 08:54
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Chloroethane <0.37 ug/L 1.0 0.37 1 10/12/15 08:54
Chloroform <2.5 ug/L 5.0 25 1 10/12/15 08:54
Chloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/12/15 08:54
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/12/15 08:54
Ethylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/12/15 08:54
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/12/15 08:54
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/12/15 08:54 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/12/15 08:54
Naphthalene <2.5 ug/L 5.0 25 1 10/12/15 08:54
Styrene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54
Toluene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54

Date: 10/19/2015 02:13 PM
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-1/T68

Lab ID: 40122459011

Collected: 10/06/15 08:40 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/12/15 08:54 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/12/15 08:54 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/12/15 08:54 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/12/15 08:54 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 10/12/15 08:54 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/12/15 08:54 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/12/15 08:54 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/12/15 08:54 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/12/15 08:54 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/12/15 08:54 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 91 % 70-130 1 10/12/15 08:54 460-00-4
Dibromofluoromethane (S) 104 % 70-130 1 10/12/15 08:54 1868-53-7
Toluene-d8 (S) 98 % 70-130 1 10/12/15 08:54 2037-26-5

Date: 10/19/2015 02:13 PM
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
Sample: MW-2/T68 Lab ID: 40122459012 Collected: 10/06/15 09:00 Received: 10/08/15 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 10/12/15 11:27 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 10/12/15 11:27 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 10/12/15 11:27 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 10/12/15 11:27 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 10/12/15 11:27 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 10/12/15 11:27 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 10/12/15 11:27 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 10/12/15 11:27 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 10/12/15 11:27 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 10/12/15 11:27 120-82-1
1,2,4-Trimethylbenzene 2090 ug/L 200 100 200 10/12/15 11:27 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 10/12/15 11:27 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 10/12/15 11:27 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 11:27 95-50-1
1,2-Dichloroethane 894 ug/L 200 33.6 200 10/12/15 11:27 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 10/12/15 11:27 78-87-5
1,3,5-Trimethylbenzene 537 ug/L 200 100 200 10/12/15 11:27 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 11:27 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 10/12/15 11:27 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 11:27 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 10/12/15 11:27 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 10/12/15 11:27 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 10/12/15 11:27 106-43-4
Benzene 18300 ug/L 200 100 200 10/12/15 11:27 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 10/12/15 11:27 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 10/12/15 11:27 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 10/12/15 11:27 75-27-4
Bromoform <100 ug/L 200 100 200 10/12/15 11:27 75-25-2
Bromomethane <487 ug/L 1000 487 200 10/12/15 11:27 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 10/12/15 11:27 56-23-5
Chlorobenzene <100 ug/L 200 100 200 10/12/15 11:27 108-90-7
Chloroethane <74.9 ug/L 200 749 200 10/12/15 11:27 75-00-3
Chloroform <500 ug/L 1000 500 200 10/12/15 11:27 67-66-3
Chloromethane <100 ug/L 200 100 200 10/12/15 11:27 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 10/12/15 11:27 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 10/12/15 11:27 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 10/12/15 11:27 75-71-8
Ethylbenzene 995 ug/L 200 100 200 10/12/15 11:27 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 10/12/15 11:27 87-68-3
Isopropylbenzene (Cumene) <28.7 ug/L 200 28.7 200 10/12/15 11:27 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 10/12/15 11:27 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 10/12/15 11:27 75-09-2
Naphthalene <500 ug/L 1000 500 200 10/12/15 11:27 91-20-3
Styrene <100 ug/L 200 100 200 10/12/15 11:27 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 10/12/15 11:27 127-18-4
Toluene 18500 ug/L 200 100 200 10/12/15 11:27 108-88-3

Date: 10/19/2015 02:13 PM
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-2/T68

Lab ID: 40122459012

Collected: 10/06/15 09:00 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 10/12/15 11:27 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 10/12/15 11:27 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 10/12/15 11:27 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 10/12/15 11:27 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 10/12/15 11:27 10061-01-5
mé&p-Xylene 10200 ug/L 400 200 200 10/12/15 11:27 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 10/12/15 11:27 104-51-8
n-Propylbenzene <100 ug/L 200 100 200 10/12/15 11:27 103-65-1
o-Xylene 4800 ug/L 200 100 200 10/12/15 11:27 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 10/12/15 11:27 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 10/12/15 11:27 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 10/12/15 11:27 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 10/12/15 11:27 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 10/12/15 11:27 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 99 % 70-130 200 10/12/15 11:27 460-00-4
Dibromofluoromethane (S) 100 % 70-130 200 10/12/15 11:27 1868-53-7
Toluene-d8 (S) 101 % 70-130 200 10/12/15 11:27 2037-26-5

Date: 10/19/2015 02:13 PM
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Project:

34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-4/T68

Lab ID: 40122459013

Collected: 10/06/15 08:55 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/12/15 16:25
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/12/15 16:25
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/12/15 16:25
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/12/15 16:25
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/12/15 16:25
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/12/15 16:25
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/12/15 16:25
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/12/15 16:25
1,2,4-Trimethylbenzene 2.1 ug/L 1.0 0.50 1 10/12/15 16:25
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/12/15 16:25
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/12/15 16:25
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/12/15 16:25
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/12/15 16:25
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/12/15 16:25
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/12/15 16:25
Benzene 10.1 ug/L 1.0 0.50 1 10/12/15 16:25
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/12/15 16:25
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/12/15 16:25
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Bromoform <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Bromomethane <2.4 ug/L 5.0 2.4 1 10/12/15 16:25
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Chloroethane <0.37 ug/L 1.0 0.37 1 10/12/15 16:25
Chloroform <2.5 ug/L 5.0 25 1 10/12/15 16:25
Chloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/12/15 16:25
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/12/15 16:25
Ethylbenzene 15 ug/L 1.0 0.50 1 10/12/15 16:25
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/12/15 16:25
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/12/15 16:25
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/12/15 16:25 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/12/15 16:25
Naphthalene <2.5 ug/L 5.0 25 1 10/12/15 16:25
Styrene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25
Toluene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25

Date: 10/19/2015 02:13 PM
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-4/T68

Lab ID: 40122459013

Collected: 10/06/15 08:55 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/12/15 16:25 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/12/15 16:25 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/12/15 16:25 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/12/15 16:25 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25 10061-01-5
mé&p-Xylene 2.2 ug/L 2.0 1.0 1 10/12/15 16:25 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/12/15 16:25 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/12/15 16:25 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/12/15 16:25 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/12/15 16:25 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/12/15 16:25 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 93 % 70-130 1 10/12/15 16:25 460-00-4
Dibromofluoromethane (S) 102 % 70-130 1 10/12/15 16:25 1868-53-7
Toluene-d8 (S) 100 % 70-130 1 10/12/15 16:25 2037-26-5

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
Sample: MW-5/T66 Lab ID: 40122459014  Collected: 10/06/15 08:45 Received: 10/08/1510:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 10/12/15 16:47 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 10/12/15 16:47 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 10/12/15 16:47 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 10/12/15 16:47 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 10/12/15 16:47 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 10/12/15 16:47 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 10/12/15 16:47 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 10/12/15 16:47 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 10/12/15 16:47 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 10/12/15 16:47 120-82-1
1,2,4-Trimethylbenzene 3620 ug/L 200 100 200 10/12/15 16:47 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 10/12/15 16:47 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 10/12/15 16:47 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 16:47 95-50-1
1,2-Dichloroethane <33.6 ug/L 200 33.6 200 10/12/15 16:47 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 10/12/15 16:47 78-87-5
1,3,5-Trimethylbenzene 965 ug/L 200 100 200 10/12/15 16:47 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 16:47 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 10/12/15 16:47 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 10/12/15 16:47 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 10/12/15 16:47 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 10/12/15 16:47 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 10/12/15 16:47 106-43-4
Benzene 11800 ug/L 200 100 200 10/12/15 16:47 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 10/12/15 16:47 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 10/12/15 16:47 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 10/12/15 16:47 75-27-4
Bromoform <100 ug/L 200 100 200 10/12/15 16:47 75-25-2
Bromomethane <487 ug/L 1000 487 200 10/12/15 16:47 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 10/12/15 16:47 56-23-5
Chlorobenzene <100 ug/L 200 100 200 10/12/15 16:47 108-90-7
Chloroethane <74.9 ug/L 200 749 200 10/12/15 16:47 75-00-3
Chloroform <500 ug/L 1000 500 200 10/12/15 16:47 67-66-3
Chloromethane <100 ug/L 200 100 200 10/12/15 16:47 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 10/12/15 16:47 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 10/12/15 16:47 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 10/12/15 16:47 75-71-8
Ethylbenzene 2080 ug/L 200 100 200 10/12/15 16:47 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 10/12/15 16:47 87-68-3
Isopropylbenzene (Cumene) 74.73 ug/L 200 28.7 200 10/12/15 16:47 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 10/12/15 16:47 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 10/12/15 16:47 75-09-2
Naphthalene 510J ug/L 1000 500 200 10/12/15 16:47 91-20-3
Styrene <100 ug/L 200 100 200 10/12/15 16:47 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 10/12/15 16:47 127-18-4
Toluene 20900 ug/L 200 100 200 10/12/15 16:47 108-88-3

Date: 10/19/2015 02:13 PM
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T66

Lab ID: 40122459014

Collected: 10/06/15 08:45 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 10/12/15 16:47 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 10/12/15 16:47 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 10/12/15 16:47 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 10/12/15 16:47 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 10/12/15 16:47 10061-01-5
mé&p-Xylene 11700 ug/L 400 200 200 10/12/15 16:47 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 10/12/15 16:47 104-51-8
n-Propylbenzene 316 ug/L 200 100 200 10/12/15 16:47 103-65-1
o-Xylene 4970 ug/L 200 100 200 10/12/15 16:47 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 10/12/15 16:47 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 10/12/15 16:47 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 10/12/15 16:47 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 10/12/15 16:47 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 10/12/15 16:47 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 97 % 70-130 200 10/12/15 16:47 460-00-4
Dibromofluoromethane (S) 101 % 70-130 200 10/12/15 16:47 1868-53-7
Toluene-d8 (S) 97 % 70-130 200 10/12/15 16:47 2037-26-5

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
Sample: MW-6/T68 Lab ID: 40122459015 Collected: 10/06/15 09:05 Received: 10/08/15 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <9.0 ug/L 50.0 9.0 50 10/12/15 10:22 630-20-6
1,1,1-Trichloroethane <25.0 ug/L 50.0 250 50 10/12/15 10:22 71-55-6
1,1,2,2-Tetrachloroethane <125 ug/L 50.0 125 50 10/12/15 10:22 79-34-5
1,1,2-Trichloroethane <9.9 ug/L 50.0 9.9 50 10/12/15 10:22 79-00-5
1,1-Dichloroethane <12.1 ug/L 50.0 121 50 10/12/15 10:22 75-34-3
1,1-Dichloroethene <20.5 ug/L 50.0 205 50 10/12/15 10:22 75-35-4
1,1-Dichloropropene <22.1 ug/L 50.0 22.1 50 10/12/15 10:22 563-58-6
1,2,3-Trichlorobenzene <107 ug/L 250 107 50 10/12/15 10:22 87-61-6
1,2,3-Trichloropropane <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 96-18-4
1,2,4-Trichlorobenzene <110 ug/L 250 110 50 10/12/15 10:22 120-82-1
1,2,4-Trimethylbenzene 3360 ug/L 50.0 25.0 50 10/12/15 10:22 95-63-6
1,2-Dibromo-3-chloropropane <108 ug/L 250 108 50 10/12/15 10:22 96-12-8
1,2-Dibromoethane (EDB) <8.9 ug/L 50.0 8.9 50 10/12/15 10:22 106-93-4
1,2-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 95-50-1
1,2-Dichloroethane 43.5] ug/L 50.0 84 50 10/12/15 10:22 107-06-2
1,2-Dichloropropane <11.7 ug/L 50.0 11.7 50 10/12/15 10:22 78-87-5
1,3,5-Trimethylbenzene 947 ug/L 50.0 25.0 50 10/12/15 10:22 108-67-8
1,3-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 541-73-1
1,3-Dichloropropane <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 142-28-9
1,4-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 106-46-7
2,2-Dichloropropane <24.2 ug/L 50.0 24.2 50 10/12/15 10:22 594-20-7
2-Chlorotoluene <25.0 ug/L 50.0 250 50 10/12/15 10:22 95-49-8
4-Chlorotoluene <10.7 ug/L 50.0 10.7 50 10/12/15 10:22 106-43-4
Benzene 6000 ug/L 50.0 250 50 10/12/15 10:22 71-43-2
Bromobenzene <11.5 ug/L 50.0 115 50 10/12/15 10:22 108-86-1
Bromochloromethane <17.0 ug/L 50.0 17.0 50 10/12/15 10:22 74-97-5
Bromodichloromethane <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 75-27-4
Bromoform <25.0 ug/L 50.0 250 50 10/12/15 10:22 75-25-2
Bromomethane <122 ug/L 250 122 50 10/12/15 10:22 74-83-9
Carbon tetrachloride <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 56-23-5
Chlorobenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 108-90-7
Chloroethane <18.7 ug/L 50.0 18.7 50 10/12/15 10:22 75-00-3
Chloroform <125 ug/L 250 125 50 10/12/15 10:22 67-66-3
Chloromethane <25.0 ug/L 50.0 250 50 10/12/15 10:22 74-87-3
Dibromochloromethane <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 124-48-1
Dibromomethane <21.3 ug/L 50.0 21.3 50 10/12/15 10:22 74-95-3
Dichlorodifluoromethane <11.2 ug/L 50.0 11.2 50 10/12/15 10:22 75-71-8
Ethylbenzene 43.0J ug/L 50.0 250 50 10/12/15 10:22 100-41-4
Hexachloro-1,3-butadiene <105 ug/L 250 105 50 10/12/15 10:22 87-68-3
Isopropylbenzene (Cumene) <7.2 ug/L 50.0 7.2 50 10/12/15 10:22 98-82-8
Methyl-tert-butyl ether <8.7 ug/L 50.0 8.7 50 10/12/15 10:22 1634-04-4
Methylene Chloride <11.6 ug/L 50.0 116 50 10/12/15 10:22 75-09-2
Naphthalene 342 ug/L 250 125 50 10/12/15 10:22 91-20-3
Styrene <25.0 ug/L 50.0 250 50 10/12/15 10:22 100-42-5
Tetrachloroethene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 127-18-4
Toluene 3010 ug/L 50.0 250 50 10/12/15 10:22 108-88-3

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-6/T68

Lab ID: 40122459015

Collected: 10/06/15 09:05 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <16.5 ug/L 50.0 16.5 50 10/12/15 10:22 79-01-6
Trichlorofluoromethane <9.2 ug/L 50.0 9.2 50 10/12/15 10:22 75-69-4
Vinyl chloride <8.8 ug/L 50.0 8.8 50 10/12/15 10:22 75-01-4
cis-1,2-Dichloroethene <12.8 ug/L 50.0 12.8 50 10/12/15 10:22 156-59-2
cis-1,3-Dichloropropene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 10061-01-5
mé&p-Xylene 12200 ug/L 100 50.0 50 10/12/15 10:22 179601-23-1
n-Butylbenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 104-51-8
n-Propylbenzene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 103-65-1
o-Xylene 5950 ug/L 50.0 250 50 10/12/15 10:22 95-47-6
p-lsopropyltoluene <25.0 ug/L 50.0 25.0 50 10/12/15 10:22 99-87-6
sec-Butylbenzene <109 ug/L 250 109 50 10/12/15 10:22 135-98-8
tert-Butylbenzene <9.0 ug/L 50.0 9.0 50 10/12/15 10:22 98-06-6
trans-1,2-Dichloroethene <12.8 ug/L 50.0 12.8 50 10/12/15 10:22 156-60-5
trans-1,3-Dichloropropene <11.5 ug/L 50.0 115 50 10/12/15 10:22 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 98 % 70-130 50 10/12/15 10:22 460-00-4
Dibromofluoromethane (S) 101 % 70-130 50 10/12/15 10:22 1868-53-7
Toluene-d8 (S) 98 % 70-130 50 10/12/15 10:22 2037-26-5

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: TRIP BLANK

Lab ID: 40122459022

Collected: 10/06/15 00:00 Received: 10/08/15 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV UST Analytical Method: EPA 8260
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 95-63-6
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 108-67-8
Benzene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 71-43-2
Ethylbenzene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 100-41-4
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/10/15 11:00 1634-04-4
Naphthalene <25 ug/L 5.0 25 1 10/10/15 11:00 91-20-3
Toluene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 108-88-3
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 10/10/15 11:00 179601-23-1
o-Xylene <0.50 ug/L 1.0 0.50 1 10/10/15 11:00 95-47-6
Surrogates
Dibromofluoromethane (S) 104 % 70-130 1 10/10/15 11:00 1868-53-7
Toluene-d8 (S) 103 % 70-130 1 10/10/15 11:00 2037-26-5
4-Bromofluorobenzene (S) 106 % 70-130 1 10/10/15 11:00 460-00-4

Date: 10/19/2015 02:13 PM
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

QC Batch: MSV/30585 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV

Associated Lab Samples:

40122459011, 40122459012, 40122459013, 40122459014, 40122459015

METHOD BLANK: 1236760
Associated Lab Samples:

Matrix: Water

40122459011, 40122459012, 40122459013, 40122459014, 40122459015

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/12/15 06:43
1,1,1-Trichloroethane ug/L <0.50 1.0 10/12/15 06:43
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/12/15 06:43
1,1,2-Trichloroethane ug/L <0.20 1.0 10/12/15 06:43
1,1-Dichloroethane ug/L <0.24 1.0 10/12/15 06:43
1,1-Dichloroethene ug/L <0.41 1.0 10/12/15 06:43
1,1-Dichloropropene ug/L <0.44 1.0 10/12/15 06:43
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/12/15 06:43
1,2,3-Trichloropropane ug/L <0.50 1.0 10/12/15 06:43
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/12/15 06:43
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/12/15 06:43
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/12/15 06:43
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/12/15 06:43
1,2-Dichlorobenzene ug/L <0.50 1.0 10/12/15 06:43
1,2-Dichloroethane ug/L <0.17 1.0 10/12/15 06:43
1,2-Dichloropropane ug/L <0.23 1.0 10/12/15 06:43
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/12/15 06:43
1,3-Dichlorobenzene ug/L <0.50 1.0 10/12/15 06:43
1,3-Dichloropropane ug/L <0.50 1.0 10/12/15 06:43
1,4-Dichlorobenzene ug/L <0.50 1.0 10/12/15 06:43
2,2-Dichloropropane ug/L <0.48 1.0 10/12/15 06:43
2-Chlorotoluene ug/L <0.50 1.0 10/12/15 06:43
4-Chlorotoluene ug/L <0.21 1.0 10/12/15 06:43
Benzene ug/L <0.50 1.0 10/12/15 06:43
Bromobenzene ug/L <0.23 1.0 10/12/15 06:43
Bromochloromethane ug/L <0.34 1.0 10/12/15 06:43
Bromodichloromethane ug/L <0.50 1.0 10/12/15 06:43
Bromoform ug/L <0.50 1.0 10/12/15 06:43
Bromomethane ug/L <2.4 5.0 10/12/15 06:43
Carbon tetrachloride ug/L <0.50 1.0 10/12/15 06:43
Chlorobenzene ug/L <0.50 1.0 10/12/15 06:43
Chloroethane ug/L <0.37 1.0 10/12/15 06:43
Chloroform ug/L <2.5 5.0 10/12/15 06:43
Chloromethane ug/L <0.50 1.0 10/12/15 06:43
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/12/15 06:43
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/12/15 06:43
Dibromochloromethane ug/L <0.50 1.0 10/12/15 06:43
Dibromomethane ug/L <0.43 1.0 10/12/15 06:43
Dichlorodifluoromethane ug/L <0.22 1.0 10/12/15 06:43
Ethylbenzene ug/L <0.50 1.0 10/12/15 06:43
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/12/15 06:43

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/19/2015 02:13 PM
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
METHOD BLANK: 1236760 Matrix: Water

Associated Lab Samples:

40122459011, 40122459012, 40122459013, 40122459014, 40122459015

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/12/15 06:43
mé&p-Xylene ug/L <1.0 2.0 10/12/15 06:43
Methyl-tert-butyl ether ug/L <0.17 1.0 10/12/15 06:43
Methylene Chloride ug/L <0.23 1.0 10/12/15 06:43
n-Butylbenzene ug/L <0.50 1.0 10/12/15 06:43
n-Propylbenzene ug/L <0.50 1.0 10/12/15 06:43
Naphthalene ug/L <2.5 5.0 10/12/15 06:43

0-Xylene ug/L <0.50 1.0 10/12/15 06:43
p-lsopropyltoluene ug/L <0.50 1.0 10/12/15 06:43
sec-Butylbenzene ug/L <2.2 5.0 10/12/15 06:43

Styrene ug/L <0.50 1.0 10/12/15 06:43
tert-Butylbenzene ug/L <0.18 1.0 10/12/15 06:43
Tetrachloroethene ug/L <0.50 1.0 10/12/15 06:43

Toluene ug/L <0.50 1.0 10/12/15 06:43
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/12/15 06:43
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/12/15 06:43
Trichloroethene ug/L <0.33 1.0 10/12/15 06:43
Trichlorofluoromethane ug/L <0.18 1.0 10/12/15 06:43

Vinyl chloride ug/L <0.18 1.0 10/12/15 06:43
4-Bromofluorobenzene (S) % 92 70-130 10/12/15 06:43
Dibromofluoromethane (S) % 104 70-130 10/12/15 06:43
Toluene-d8 (S) % 100 70-130 10/12/15 06:43
LABORATORY CONTROL SAMPLE: 1236761

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 50 53.0 106 70-130
1,1,2,2-Tetrachloroethane ug/L 50 47.8 96 70-130
1,1,2-Trichloroethane ug/L 50 48.6 97 70-130
1,1-Dichloroethane ug/L 50 50.7 101 70-130
1,1-Dichloroethene ug/L 50 53.6 107 70-130
1,2,4-Trichlorobenzene ug/L 50 44.3 89 70-130
1,2-Dibromo-3-chloropropane ug/L 50 42.7 85 50-150
1,2-Dibromoethane (EDB) ug/L 50 49.1 98 70-130
1,2-Dichlorobenzene ug/L 50 46.5 93 70-130
1,2-Dichloroethane ug/L 50 50.9 102 70-131
1,2-Dichloropropane ug/L 50 49.4 99 70-130
1,3-Dichlorobenzene ug/L 50 45.6 91 70-130
1,4-Dichlorobenzene ug/L 50 44.6 89 70-130
Benzene ug/L 50 51.2 102 70-130
Bromodichloromethane ug/L 50 48.4 97 70-130
Bromoform ug/L 50 45.6 91 68-130
Bromomethane ug/L 50 27.5 55 38-137
Carbon tetrachloride ug/L 50 54.7 109 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
LABORATORY CONTROL SAMPLE: 1236761
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 48.2 96 70-130
Chloroethane ug/L 50 51.9 104 70-136
Chloroform ug/L 50 51.2 102 70-130
Chloromethane ug/L 50 45.8 92 48-144
cis-1,2-Dichloroethene ug/L 50 50.5 101 70-130
cis-1,3-Dichloropropene ug/L 50 45.4 91 70-130
Dibromochloromethane ug/L 50 47.7 95 70-130
Dichlorodifluoromethane ug/L 50 45.8 92 33-157
Ethylbenzene ug/L 50 50.3 101 70-132
Isopropylbenzene (Cumene) ug/L 50 52.4 105 70-130
mé&p-Xylene ug/L 100 102 102 70-131
Methyl-tert-butyl ether ug/L 50 49.0 98 48-141
Methylene Chloride ug/L 50 50.5 101 70-130
0-Xylene ug/L 50 49.4 99 70-131
Styrene ug/L 50 51.5 103 70-130
Tetrachloroethene ug/L 50 47.4 95 70-130
Toluene ug/L 50 49.8 100 70-130
trans-1,2-Dichloroethene ug/L 50 51.6 103 70-130
trans-1,3-Dichloropropene ug/L 50 44.1 88 70-130
Trichloroethene ug/L 50 50.6 101 70-130
Trichlorofluoromethane ug/L 50 53.8 108 50-150
Vinyl chloride ug/L 50 48.6 97 65-142
4-Bromofluorobenzene (S) % 100 70-130
Dibromofluoromethane (S) % 105 70-130
Toluene-d8 (S) % 100 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1237024 1237025
MS MSD
40122459011  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <0.50 50 50 55.1 53.2 110 106 70-130 4 20
1,1,2,2-Tetrachloroethane ug/L <0.25 50 50 49.3 47.2 929 94 70-130 4 20
1,1,2-Trichloroethane ug/L <0.20 50 50 49.2 47.9 98 96 70-130 3 20
1,1-Dichloroethane ug/L <0.24 50 50 52.5 50.6 105 101 70-134 4 20
1,1-Dichloroethene ug/L <0.41 50 50 55.8 53.8 112 108 70-139 3 20
1,2,4-Trichlorobenzene ug/L <2.2 50 50 48.5 46.4 97 93 70-130 4 20
1,2-Dibromo-3- ug/L <22 50 50 44.7 43.4 89 87 50-150 3 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <0.18 50 50 51.1 49.7 102 99 70-130 3 20
1,2-Dichlorobenzene ug/L <0.50 50 50 49.6 47.4 99 95 70-130 4 20
1,2-Dichloroethane ug/L <0.17 50 50 52.3 50.2 105 100 70-132 4 20
1,2-Dichloropropane ug/L <0.23 50 50 50.8 49.8 102 100 70-130 2 20
1,3-Dichlorobenzene ug/L <0.50 50 50 47.8 46.2 96 92 70-130 3 20
1,4-Dichlorobenzene ug/L <0.50 50 50 46.7 452 93 90 70-130 3 20
Benzene ug/L <0.50 50 50 53.1 51.7 106 103 70-130 3 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, Inc..

Page 40 of 52



QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1237024 1237025
MS MSD
40122459011  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <0.50 50 50 50.6 48.3 101 97 70-132 5 20
Bromoform ug/L <0.50 50 50 47.6 45.7 95 91 68-130 4 20
Bromomethane ug/L <2.4 50 50 38.8 41.5 78 83 38-141 7 20
Carbon tetrachloride ug/L <0.50 50 50 56.3 54.9 113 110 70-130 3 20
Chlorobenzene ug/L <0.50 50 50 50.0 48.8 100 98 70-130 3 20
Chloroethane ug/L <0.37 50 50 53.2 51.6 106 103 66-152 3 20
Chloroform ug/L <25 50 50 53.2 51.0 106 102 70-130 4 20
Chloromethane ug/L <0.50 50 50 49.9 48.9 100 98 44-151 2 20
cis-1,2-Dichloroethene ug/L <0.26 50 50 52.7 50.5 105 101 70-130 4 20
cis-1,3-Dichloropropene ug/L <0.50 50 50 47.4 45.9 95 92 70-130 3 20
Dibromochloromethane ug/L <0.50 50 50 50.1 48.4 100 97 70-130 4 20
Dichlorodifluoromethane ug/L <0.22 50 50 46.3 45.1 93 90 29-160 3 20
Ethylbenzene ug/L <0.50 50 50 52.1 50.6 104 101 70-132 3 20
Isopropylbenzene (Cumene) ug/L <0.14 50 50 53.1 52.1 106 104 70-130 2 20
mé&p-Xylene ug/L <1.0 100 100 105 103 105 103 70-131 2 20
Methyl-tert-butyl ether ug/L <0.17 50 50 51.8 49.1 104 98 48-143 5 20
Methylene Chloride ug/L <0.23 50 50 52.7 50.9 105 102 70-130 3 20
o-Xylene ug/L <0.50 50 50 51.1 49.7 102 99 70-131 3 20
Styrene ug/L <0.50 50 50 53.5 52.0 107 104 70-130 3 20
Tetrachloroethene ug/L <0.50 50 50 49.1 48.2 98 96 70-130 2 20
Toluene ug/L <0.50 50 50 51.0 49.5 102 99 70-130 3 20
trans-1,2-Dichloroethene ug/L <0.26 50 50 54.3 52.2 109 104 70-132 4 20
trans-1,3-Dichloropropene ug/L <0.23 50 50 46.4 45.4 93 91 70-130 2 20
Trichloroethene ug/L <0.33 50 50 52.4 50.9 105 102 70-130 3 20
Trichlorofluoromethane ug/L <0.18 50 50 55.4 54.4 111 109 50-153 2 20
Vinyl chloride ug/L <0.18 50 50 51.4 51.1 103 102 60-155 1 20
4-Bromofluorobenzene (S) % 101 101 70-130
Dibromofluoromethane (S) % 105 103 70-130
Toluene-d8 (S) % 98 100 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/19/2015 02:13 PM
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

QC Batch: MSV/30565 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40122459001, 40122459002, 40122459003, 40122459004, 40122459005, 40122459006

METHOD BLANK:
Associated Lab Samples:

1235209

Matrix: Water
40122459001, 40122459002, 40122459003, 40122459004, 40122459005, 40122459006

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/10/15 08:53
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/10/15 08:53
Benzene ug/L <0.50 1.0 10/10/15 08:53
Ethylbenzene ug/L <0.50 1.0 10/10/15 08:53
m&p-Xylene ug/L <1.0 2.0 10/10/1508:53
Methyl-tert-butyl ether ug/L <0.17 1.0 10/10/15 08:53
Naphthalene ug/L <2.5 5.0 10/10/15 08:53
0-Xylene ug/L <0.50 1.0 10/10/15 08:53
Toluene ug/L <0.50 1.0 10/10/15 08:53
4-Bromofluorobenzene (S) % 92 70-130 10/10/15 08:53
Dibromofluoromethane (S) % 100 70-130 10/10/15 08:53
Toluene-d8 (S) % 96 70-130 10/10/15 08:53
LABORATORY CONTROL SAMPLE: 1235210
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 50.7 101 70-130
Ethylbenzene ug/L 50 56.3 113 70-132
mé&p-Xylene ug/L 100 117 117 70-131
Methyl-tert-butyl ether ug/L 50 42.6 85 48-141
0-Xylene ug/L 50 57.0 114 70-131
Toluene ug/L 50 56.2 112 70-130
4-Bromofluorobenzene (S) % 99 70-130
Dibromofluoromethane (S) % 86 70-130
Toluene-d8 (S) % 97 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1235343 1235344
MS MSD
40122448011 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 50 50 62.1 61.2 124 122 70-130 1 20
Ethylbenzene ug/L <0.50 50 50 56.9 56.2 114 112 70-132 1 20
mé&p-Xylene ug/L <1.0 100 100 116 115 116 115 70-131 1 20
Methyl-tert-butyl ether ug/L <0.17 50 50 52.4 52.0 105 104 48-143 1 20
o-Xylene ug/L <0.50 50 50 57.2 57.3 114 115 70-131 0 20
Toluene ug/L <0.50 50 50 57.4 55.9 115 112 70-130 3 20
4-Bromofluorobenzene (S) % 99 100 70-130
Dibromofluoromethane (S) % 104 105 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS
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QUALITY CONTROL DATA

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1235343 1235344
MS MSD
40122448011  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 97 97 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

QC Batch: MSV/30584
QC Batch Method:  EPA 8260

Associated Lab Samples: 40122459007, 40122459009, 40122459010, 40122459016, 40122459017, 40122459018, 40122459019,
40122459020, 40122459022

Analysis Method:

Analysis Description:

EPA 8260
8260 MSV UST-WATER

METHOD BLANK: 1236271

Associated Lab Samples: 40122459007, 40122459009, 40122459010, 40122459016, 40122459017, 40122459018, 40122459019,
40122459020, 40122459022

Matrix: Water

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/10/1509:11
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/10/1509:11
Benzene ug/L <0.50 1.0 10/10/1509:11
Ethylbenzene ug/L <0.50 1.0 10/10/1509:11
mé&p-Xylene ug/L <1.0 2.0 10/10/1509:11
Methyl-tert-butyl ether ug/L <0.17 1.0 10/10/15 09:11
Naphthalene ug/L <2.5 5.0 10/10/1509:11
0-Xylene ug/L <0.50 1.0 10/10/1509:11
Toluene ug/L <0.50 1.0 10/10/1509:11
4-Bromofluorobenzene (S) % 103 70-130 10/10/1509:11
Dibromofluoromethane (S) % 107 70-130 10/10/1509:11
Toluene-d8 (S) % 107 70-130 10/10/15 09:11
LABORATORY CONTROL SAMPLE: 1236272
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 54.4 109 70-130
Ethylbenzene ug/L 50 61.5 123 70-132
mé&p-Xylene ug/L 100 111 111 70-131
Methyl-tert-butyl ether ug/L 50 52.7 105 48-141
0-Xylene ug/L 50 53.4 107 70-131
Toluene ug/L 50 57.8 116 70-130
4-Bromofluorobenzene (S) % 114 70-130
Dibromofluoromethane (S) % 111 70-130
Toluene-d8 (S) % 105 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1236295 1236296
MS MSD
40122508003 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <1.0 50 50 48.6 53.5 97 107 70-130 10 20
Ethylbenzene ug/L <1.0 50 50 52.6 57.2 105 114 70-132 8 20
mé&p-Xylene ug/L <2.0 100 100 95.9 106 96 106 70-131 10 20
Methyl-tert-butyl ether ug/L <1.0 50 50 46.7 49.6 93 99 48-143 6 20
0-Xylene ug/L <1.0 50 50 47.1 50.8 94 102 70-131 8 20
Toluene ug/L <1.0 50 50 51.6 56.7 103 113  70-130 9 20
4-Bromofluorobenzene (S) 113 115 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Project:

34265.003 CALUMET-SUPERIOR
Pace Project No.:

QUALITY CONTROL DATA

Pace Analytical Services, Inc
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

40122459
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1236295 1236296
MS MSD
40122508003  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Dibromofluoromethane (S) % 114 112 70-130
Toluene-d8 (S) % 103 103 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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REPORT OF LABORATORY ANALYSIS
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

QC Batch: MSV/30590 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40122459008, 40122459021

METHOD BLANK:
Associated Lab Samples:

1237062

40122459008, 40122459021

Matrix: Water

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/13/1517:24
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/13/1517:24
Benzene ug/L <0.50 1.0 10/13/1517:24
Ethylbenzene ug/L <0.50 1.0 10/13/1517:24
m&p-Xylene ug/L <1.0 2.0 10/13/1517:24
Methyl-tert-butyl ether ug/L <0.17 1.0 10/13/1517:24
Naphthalene ug/L <2.5 5.0 10/13/1517:24
0-Xylene ug/L <0.50 1.0 10/13/1517:24
Toluene ug/L <0.50 1.0 10/13/1517:24
4-Bromofluorobenzene (S) % 97 70-130 10/13/1517:24
Dibromofluoromethane (S) % 106 70-130 10/13/1517:24
Toluene-d8 (S) % 96 70-130 10/13/1517:24
LABORATORY CONTROL SAMPLE: 1237063
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 49.1 98 70-130
Ethylbenzene ug/L 50 53.0 106 70-132
mé&p-Xylene ug/L 100 106 106 70-131
Methyl-tert-butyl ether ug/L 50 46.1 92 48-141
0-Xylene ug/L 50 50.3 101 70-131
Toluene ug/L 50 50.3 101 70-130
4-Bromofluorobenzene (S) % 102 70-130
Dibromofluoromethane (S) % 106 70-130
Toluene-d8 (S) % 98 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1238144 1238145
MS MSD
40122508006  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <1.0 50 50 49.9 49.0 100 98 70-130 2 20
Ethylbenzene ug/L <1.0 50 50 54.8 53.4 109 106  70-132 3 20
mé&p-Xylene ug/L <2.0 100 100 108 104 107 104 70-131 3 20
Methyl-tert-butyl ether ug/L <1.0 50 50 49.0 47.0 98 94  48-143 4 20
o-Xylene ug/L <1.0 50 50 52.9 50.7 106 101 70-131 4 20
Toluene ug/L <1.0 50 50 51.9 50.8 104 101 70-130 2 20
4-Bromofluorobenzene (S) % 103 100 70-130
Dibromofluoromethane (S) % 109 107 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Project: 34265.003 CALUMET-SUPERIOR

Pace Project No.: 40122459

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1238144 1238145
MS MSD
40122508006  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 929 97 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALIFIERS

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

DEFINITIONS

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above LOD.

J - Estimated concentration at or above the LOD and below the LOQ.

LOD - Limit of Detection adjusted for dilution factor and percent moisture.

LOQ - Limit of Quantitation adjusted for dilution factor and percent moisture.

S - Surrogate

1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The result for each analyte is
a combined concentration.

Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)

MS(D) - Matrix Spike (Duplicate)

DUP - Sample Duplicate

RPD - Relative Percent Difference

NC - Not Calculable.

SG - Silica Gel - Clean-Up

U - Indicates the compound was analyzed for, but not detected at or above the adjusted LOD.

N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.

Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.

LABORATORIES

PASI-G Pace Analytical Services - Green Bay

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
Date: 10/19/2015 02:13 PM without the written consent of Pace Analytical Services, Inc.. Page 48 of 52



Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

QUALITY CONTROL DATA CROSS REFERENCE TABLE

Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET-SUPERIOR
Pace Project No.: 40122459

Analytical
Lab ID Sample ID QC Batch Method QC Batch Analytical Method Batch
40122459011 MW-1/T68 EPA 8260 MSV/30585
40122459012 MW-2/T68 EPA 8260 MSV/30585
40122459013 MW-4/T68 EPA 8260 MSV/30585
40122459014 MW-5/T66 EPA 8260 MSV/30585
40122459015 MW-6/T68 EPA 8260 MSV/30585
40122459001 MW-1/CW EPA 8260 MSV/30565
40122459002 MW-2/CW EPA 8260 MSV/30565
40122459003 MW-3/CW EPA 8260 MSV/30565
40122459004 MW-4/CW EPA 8260 MSV/30565
40122459005 MW-1/T40 EPA 8260 MSV/30565
40122459006 MW-4/T40 EPA 8260 MSV/30565
40122459007 MW-5/T40 EPA 8260 MSV/30584
40122459008 MW-6/T40 EPA 8260 MSV/30590
40122459009 MW-7/T40 EPA 8260 MSV/30584
40122459010 TS-1/T40 EPA 8260 MSV/30584
40122459016 MW-1R/T70 EPA 8260 MSV/30584
40122459017 MW-2R/T70 EPA 8260 MSV/30584
40122459018 MW-3/T70 EPA 8260 MSV/30584
40122459019 MW-4/T70 EPA 8260 MSV/30584
40122459020 MW-5/T70 EPA 8260 MSV/30584
40122459021 MW-6/T70 EPA 8260 MSV/30590
40122459022 TRIP BLANK EPA 8260 MSV/30584

Date: 10/19/2015 02:13 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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(ﬁlease Print Clearly)

Company Name:

uarett F ((’/WW

ce Analytical®

UPPER MIDWEST REGION
MN: 612-607-1700 WIi: 920-469-2436

of“z,

OIS

Page 1

Branch/Location: ~
L : MGA {50 4 ¢ wt www.pacelabs.com e \i\\\g\\ .
[Pro;ect Contact: | 2 ‘ i< g‘ wr Y L‘ <+ N Quote #:
lPhone: éoz _%’3 Q e CHAIN OF CUSTODY Mail To Contact:
kroject Number: o) Ll 15.003 A=Nome  B=HCL C=H2504 .PDr:HNogﬂ Efl;d\;:ter F=Methanol G=NaOH Mail To Company:
lProject Name: : \()M;f ’3 o pe, éor H=Sodium Bisuifate Solution #=Sodium Thiosulfate J=Other Mail To Address:
IProject State: \U T F::',;Esz,%n)? /\) )\)
Sampled By (Print): M QIS MUSQ; Py PRE::%RS’QT'W B 6 Invoice To Contact:
ISampled By (Sign): W’ 7 Invoice To Company:
lPO #: - '?g:::;y O 8 Invoice To Address:
Data Package Options MS/MSD Matrix Codes 3 ~N
(billable} A = Air W = Water 1
1 ©n your sample |- = Drinking Water Ve
D EPA Level I (billable) (B: = g.::r'coal ga = gro::\r:lg\n\yat(er w Invoice To Phone:
[ EPALovellv | [INOT nesdon [0704 oW Surace o N
yoursample s\ sudge WP = wipe 9 0 CLIENT LAB COMMENTS Profile #
PACE LAB # CLIENT FIELD ID e AR al = COMMENTS (Lab Use Only)
cof  Mw-t/CwW 80/l |{2.:00] G 3-40-W >
ooL MwT{Cw Zoz
w3 |MW3/cw Iz
oy |MwH/ W lzos]
005 Mw-t [ THO .00 3
o |Mw-4/T40 s 3
©1 _ |MW-S/T406 Blio 3
cod M-Cf THO 15 3
%9  |Mw-T7]/T4o 3 20 3
o MT5~1/T40 312 3
ol Mw-1 [ TeS BUO B3
oL IMw 2[TL3 00 3 1
oz |Mw4/T0s %3] N\ _
Rush Turnaround Time Requested - Prelims Relinquished By; ime, Received By: Date/Time: PACE Project No.
(Rush TAT subject to approval/surcharge) M"i Ve W/ﬂjf’ 77 / | S.% 30 L{ 0 :')//)/L‘ ""%
Date Needed: ]Rehnqu(srf( Date/ ﬁ Date/Tim l >
Transmit Prelim Rush Results by (complete what you want): 069 Pl 7 ]//D/ ’O% A’VL / {7 {fi W IReceipt Temp = °c
EEmai! #1: gRelmqurshed By: DatJT i Recelv Datehxme i w I
gEmall #2: E Sample aoceipt pH
BTetaphone: HRelinquished By: Date/Time: Received By: Date/Time: OK / Adjusted
[Fax: Cooler Custody Seal
Samples on HOLD are subject to Relinquished By: Date/Time: Received By: Date/Time: Present / Not Present
spacial pricing and release of llability Intact / Not Intact
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(Please Print Clearly) UPPER MIDWEST REGION Page A of 2
Company Name: MN: 612-607-1700 WI: 920-469-2436 i
I3 ® o
lBranchILocation: CeAna,yﬂCa] s
s , paceiab: -
lProject Contact: q »69/ o soom Quote #: §
(74
IPhone: o Q/ C HAI N o F C U STO DY Mail To Contact:
IProject Number: OU’ ) A=None  B=HCL C=H2S04 D-I:I:gS B Water F=Methanol G=NaOH Mail To Company:
lPr oject Name: Y H=Sodium Bisulfate Solution 1=Sodium Thiosulfate  J=Other Mail To Address:
IProject State: A Q/ F:.';;ESI,LE;? /\) N
ISampIed By (Print): O \ PRE::E:S'STDN 6 _B Invoice To Contact:
ISampled By (Sign): Invoice To Company:
lPO #: l ':,?o‘:::;w % 8 invoice To Address:
Data Package Options MS/MSD Matrix Codes AN
{biliable) [ on your sampie A = Ar w =:v°’?’n' ina Water QO ©
[ EPA Level i (biliable) oo Craonl O g?mﬁmgvzv;;r invoice To Phone:
D EPA Level IV D NOT needed on 0: Oil‘ Sw iSuN:ce Waterr R 8
yoursample 5 50s  Whowpe W > CLIENT LAB COMMENTS | Profile #
PACE LAB # CLIENT FIELD ID T waTRX - COMMENTS (Lab Use Only)
oY MW-S JTeGk iofe |3H5|CW 3 240\ B
ols Mw-6/TC% 405 3 \
olle M- T70 A 3
o7 ™MW 2R/ T70 1S 3
o |MW3[T70 430 3
o9 Mw-4 /TT0 735 3
oLy IMW-S/T70 #zo| 3
ozl MW/ T70 75| ¥ 3
02z [TripBlauxt [\ 2 -U0V>
Rush Turnaround Time I-Requested - Prelims Relinquished By: Date/Time: Raceived By: Date/Time: PACE Project No.
{Rush TAT subject to approval/surcharge) M({ (&S] MMW {6-7-] / K: 30 L/ O IZlL’fg,
Date Needed: hRelinw / Date/Time: IR / DaterT >
Transmit Prelim Rush Results by (complete what you want): E 8)' f ﬂ } L5 1014(,0 Tt‘fﬂf mf / M lm 7/3/ R ecelpt Temp = - °c
EEmaIHﬁ: lRelinquished By: Datefl' ime: Receive; Date v i ‘@L
{Emall #2: Sample Recelpt pH
{Telaphone: Relinquished By: Date/Time: Received By: Date/Time: OK / Adusted
{Fax: Cooler Custody Seal
Samples on HOLD are subject to Relinquished By: Date/Time: Received By: Date/Time: Present / Not Present
special pricing and releasas of Hability E E Intact / Not Intact
Vemionm
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HH : Pace Analytical Services, Inc.
Sample Condition Upon Recelpt 1241 Bellevue Street, Suite 9

Green Bay, Wi 54302

_AaceAnalytical
fa N Project #: NO“ . 4@122459
Client Name: C’)L\V\WJ* FLU«‘\«\C\ |
Courier: 7 Fed Ex ™ UPS ™ Client [~ Pa; Dther: “I‘ “ “II\‘I “\“ |I\|
Tracking #: __ B0% 9| 3B IT0OY 4912245
Custody Seal on Cooler/Box Present: I~ yes %o Seals intact: I~ yes{™ no |
Custody Seal on Samples Present: T~ yes ¥no Seals intact: {~ yes ™ no
Packing Material: {~ Bubble Wrap { Bubble Bags |~ None [~ Other

Thermometer Used p/ﬁ' Type of ice: Vet Blue Dry None Y5 samples on ice, cooling process has begun
Cooler Temperature Uncorr: icor  Rox Biological Tissue is Frozen: I yes
Temp Blank Present: | vyes pno " no Person examlnln? /1tents
Temp should be above freezing to 6°C for all sample except Biota. Da.t'e. -
Frozen Biota Samples should be received < 0°C. Comments: Initials:
Chain of Custody Present: ~\Qyes Ono  Ona1.
i
Chain of Custody Filled Out: Sves ONo OINa |2
Chain of Custody Relinquished: ﬁ%s ONo  ONaJ3,
Sampler Name & Signature on COC: Yes Ono Onia 4
Samples Arrived within Hold Time: T?as ONe ONalS
- VOA Samples frozen upon receipt Oves [CINo Date/Time:
Short Hold Time Analysis (<72hr): Ulyes m CIN/A |6,
A}

Rush Turn Around Time Requested: Oves “PRo  ONiA |7
Sufficient Volume: Bzes ONo ON/A|s.
Correct Containers Used: Fﬁms One ONA|9

-Pace Containers Used: @es ONo DA

-Pace IR Containers Used: Oves Bivo [InA

- 7
Containers Intact: Wres Ono  ONA|10.
Filtered volume received for Dissolved tests Clves CINo B [11.
14

Sample Labels match COC: ms One Onal12.

-Includes date/time/ID/Analysis Matrix: \I’\}
All containers needing preservation have been checked. | - F +
(Non-Compliance noted in 13.) Oves OnNo @MA 13. ™ HNO3 [~ H2SO4 [~ NaOH [ NaOH +ZnAct
All containers needing pres;.rv_aflgr;.a-ré foundto bein i
compliance with EPA recommendation. Dyes ONo A
(HNO3, H2804 <2 NaOH+ZnAct 29, NaOH212) .. _? -
exceptions: QO colform, TOC, TOX, TOH, Initial when Lab Std #1D of Date/
0&G, WIDROW, Phenolics, OTHER: ms UNo completed preservative Time:
Headspace in VOA Vials ( >6mm): CYes }&uo A 14,
Trip Blank Present: ?@s ONo  ONAJ15.
Trip Blank Custody Seals Presentd\p,ghg ?@s ONo  ONa
Pace Trip Blank Lot # (if purchased)$<% “4415- 3¢ (.
Client Notification/ Resolution: if checked, see attached form for additional comments O

Person Contacted: Date/Time:

Comments/ Resolution:

: }

o2 ‘ /.
Project Manager Review: /] HW W Date: !@//K/j g

F-GB-C-031-Rev.03 (9April2015) SCUR Form
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

June 02, 2016

Project #34265.003

Calumet Superior
Clifford Wright Reviewed by CCW
Gannett Fleming 6/6/16

8025 Excelsior Drive
Madison, WI 53717

RE: Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

Dear Clifford Wright:

Enclosed are the analytical results for sample(s) received by the laboratory on May 25, 2016. The
results relate only to the samples included in this report. Results reported herein conform to the
most current TNI standards and the laboratory's Quality Assurance Manual, where applicable, unless
otherwise noted in the body of the report.

If you have any questions concerning this report, please feel free to contact me.

Sincerely,

Dan Milewsky
dan.milewsky@pacelabs.com
Project Manager

Enclosures

cc: Dave Olig, Gannett Fleming

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..

Page 1 of 69



Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

CERTIFICATIONS

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

Green Bay Certification IDs

1241 Bellevue Street, Green Bay, WI 54302 South Carolina Certification #: 83006001
Florida/NELAP Certification #: E87948 Texas Certification #: T104704529-14-1
lllinois Certification #: 200050 US Dept of Agriculture #: S-76505
Kentucky Certification #: 82 Virginia VELAP ID: 460263

Louisiana Certification #: 04168 Virginia VELAP Certification ID: 460263
Minnesota Certification #: 055-999-334 Wisconsin Certification #: 405132750
Virginia VELAP ID: 460263 Wisconsin DATCP Certification #: 105-444

North Dakota Certification #: R-150

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc.. Page 2 of 69



SAMPLE SUMMARY

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

Lab ID Sample ID Matrix Date Collected Date Received
40132890001 LRS-1 Water 05/24/16 11:30 05/25/16 12:45
40132890002 LRS-2 Water 05/24/16 11:40 05/25/16 12:45
40132890003 LRS-3 Water 05/24/16 11:50 05/25/16 12:45
40132890004 LRS-4 Water 05/24/16 11:55 05/25/16 12:45
40132890005 LRS-6 Water 05/24/16 11:45 05/25/16 12:45
40132890006 LRS-7 Water 05/24/16 12:05 05/25/16 12:45
40132890007 MW-1/FL Water 05/24/16 10:30 05/25/16 12:45
40132890008 MW-2/FL Water 05/24/16 10:20 05/25/16 12:45
40132890009 MW-3/FL Water 05/24/16 10:05 05/25/16 12:45
40132890010 MW-9/FL Water 05/24/16 12:15 05/25/16 12:45
40132890011 MW-10/FL Water 05/24/16 12:20 05/25/16 12:45
40132890012 MW-11/FL Water 05/24/16 10:45 05/25/16 12:45
40132890013 MW-13/FL Water 05/24/16 11:25 05/25/16 12:45
40132890014 MW-14/FL Water 05/24/16 11:10 05/25/16 12:45
40132890015 MW-1/CW Water 05/24/16 09:05 05/25/16 12:45
40132890016 MW-2/CW Water 05/24/16 09:00 05/25/16 12:45
40132890017 MW-3/CW Water 05/24/16 09:10 05/25/16 12:45
40132890018 MW-4/CW Water 05/24/16 08:50 05/25/16 12:45
40132890019 MW-1/T40 Water 05/24/16 13:30 05/25/16 12:45
40132890020 MW-2/T40 Water 05/24/16 13:05 05/25/16 12:45
40132890021 MW-4/T40 Water 05/24/16 13:25 05/25/16 12:45
40132890022 MW-5/T40 Water 05/24/16 13:10 05/25/16 12:45
40132890023 MW-6/T40 Water 05/24/16 13:15 05/25/16 12:45
40132890024 MW-7/T40 Water 05/24/16 13:20 05/25/16 12:45
40132890025 TS-1/T40 Water 05/24/16 13:35 05/25/16 12:45
40132890026 MW-1/T68 Water 05/24/16 14:00 05/25/16 12:45
40132890027 MW-2/T68 Water 05/24/16 14:15 05/25/16 12:45
40132890028 MW-4/T68 Water 05/24/16 14:10 05/25/16 12:45
40132890029 MW-5/T66 Water 05/24/16 14:20 05/25/16 12:45
40132890030 MW-1R/T70 Water 05/24/16 15:15 05/25/16 12:45
40132890031 MW-2R/T70 Water 05/24/16 14:50 05/25/16 12:45
40132890032 MW-3/T70 Water 05/24/16 14:25 05/25/16 12:45
40132890033 MW-4/T70 Water 05/24/16 14:20 05/25/16 12:45
40132890034 MW-5/T70 Water 05/24/16 14:55 05/25/16 12:45
40132890035 MW-6/T70 Water 05/24/16 15:00 05/25/16 12:45
40132890036 TRIP BLANK Water 05/24/16 00:00 05/25/16 12:45

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, Inc..
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SAMPLE ANALYTE COUNT

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

Analytes
Lab ID Sample ID Method Analysts Reported Laboratory
40132890001 LRS-1 EPA 8021 PMS 9 PASI-G
40132890002 LRS-2 EPA 8021 PMS 9 PASI-G
40132890003 LRS-3 EPA 8021 PMS 9 PASI-G
40132890004 LRS-4 EPA 8021 PMS 9 PASI-G
40132890005 LRS-6 EPA 8021 PMS 9 PASI-G
40132890006 LRS-7 EPA 8021 PMS 9 PASI-G
40132890007 MW-1/FL EPA 8021 PMS 9 PASI-G
40132890008 MW-2/FL EPA 8021 PMS 9 PASI-G
40132890009 MW-3/FL EPA 8021 PMS 9 PASI-G
40132890010 MW-9/FL EPA 8021 PMS 9 PASI-G
40132890011 MW-10/FL EPA 8021 PMS 9 PASI-G
40132890012 MW-11/FL EPA 8021 PMS 9 PASI-G
40132890013 MW-13/FL EPA 8021 PMS 9 PASI-G
40132890014 MW-14/FL EPA 8021 PMS 9 PASI-G
40132890015 MW-1/CW EPA 8260 LAP 12 PASI-G
40132890016 MW-2/CW EPA 8260 LAP 12 PASI-G
40132890017 MW-3/CW EPA 8260 LAP 12 PASI-G
40132890018 MW-4/CW EPA 8260 HNW 12 PASI-G
40132890019 MW-1/T40 EPA 8260 HNW 11 PASI-G
40132890020 MW-2/T40 EPA 8260 HNW 11 PASI-G
40132890021 MW-4/T40 EPA 8260 HNW 11 PASI-G
40132890022 MW-5/T40 EPA 8260 HNW 11 PASI-G
40132890023 MW-6/T40 EPA 8260 HNW 11 PASI-G
40132890024 MW-7/T40 EPA 8260 HNW 11 PASI-G
40132890025 TS-1/T40 EPA 8260 HNW 11 PASI-G
40132890026 MW-1/T68 EPA 8260 LAP 63 PASI-G
40132890027 MW-2/T68 EPA 8260 LAP 63 PASI-G
40132890028 MW-4/T68 EPA 8260 LAP 63 PASI-G
40132890029 MW-5/T66 EPA 8260 LAP 63 PASI-G
40132890030 MW-1R/T70 EPA 8260 HNW 12 PASI-G
40132890031 MW-2R/T70 EPA 8260 HNW 12 PASI-G
40132890032 MW-3/T70 EPA 8260 HNW 12 PASI-G
40132890033 MW-4/T70 EPA 8260 HNW 12 PASI-G
40132890034 MW-5/T70 EPA 8260 HNW 12 PASI-G
40132890035 MW-6/T70 EPA 8260 HNW 12 PASI-G
40132890036 TRIP BLANK EPA 8260 LAP 63 PASI-G

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Project:

Pace Project No.:

SUMMARY OF DETECTION

34265.003 CALUMET SUPERIOR

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40132890021 MW-4/T40

EPA 8260 Benzene 14600 ug/L 100 05/31/16 10:08
EPA 8260 Ethylbenzene 836 ug/L 100 05/31/16 10:08
EPA 8260 mé&p-Xylene 4830 ug/L 200 05/31/16 10:08
EPA 8260 0-Xylene 2410 ug/L 100 05/31/16 10:08
40132890022 MW-5/T40

EPA 8260 1,2,4-Trimethylbenzene 126 ug/L 2.0 05/31/16 08:43
EPA 8260 1,3,5-Trimethylbenzene 39.9 ug/L 2.0 05/31/16 08:43
EPA 8260 Benzene 50.3 ug/L 2.0 05/31/16 08:43
EPA 8260 Ethylbenzene 152 ug/L 2.0 05/31/16 08:43 M1
EPA 8260 mé&p-Xylene 478 ug/L 4.0 05/31/16 08:43 M1
EPA 8260 0-Xylene 1.7J ug/L 2.0 05/31/16 08:43
40132890023 MW-6/T40

EPA 8260 1,2,4-Trimethylbenzene 58.6 ug/L 4.0 05/31/16 14:44
EPA 8260 1,3,5-Trimethylbenzene 1.1 ug/L 4.0 05/31/16 14:44
EPA 8260 Benzene 649 ug/L 4.0 05/31/16 14:44
EPA 8260 Ethylbenzene 209 ug/L 4.0 05/31/16 14:44
EPA 8260 m&p-Xylene 243 ug/L 8.0 05/31/16 14:44
40132890024 MW-7/T40

EPA 8260 1,2,4-Trimethylbenzene 333 ug/L 20.0 06/01/16 02:55
EPA 8260 1,3,5-Trimethylbenzene 119 ug/L 20.0 06/01/16 02:55
EPA 8260 Benzene 2710 ug/L 20.0 06/01/16 02:55
EPA 8260 Ethylbenzene 351 ug/L 20.0 06/01/16 02:55
EPA 8260 m&p-Xylene 1680 ug/L 40.0 06/01/16 02:55
EPA 8260 0-Xylene 735 ug/L 20.0 06/01/16 02:55
40132890025 TS-1/T40

EPA 8260 1,2,4-Trimethylbenzene 46.4 ug/L 1.0 05/31/16 12:15
EPA 8260 1,3,5-Trimethylbenzene 17.6 ug/L 1.0 05/31/16 12:15
EPA 8260 Benzene 73.4 ug/L 1.0 05/31/16 12:15
EPA 8260 Ethylbenzene 78.2 ug/L 1.0 05/31/16 12:15
EPA 8260 m&p-Xylene 32.1 ug/L 2.0 05/31/16 12:15
40132890027 MW-2/T68

EPA 8260 1,2,4-Trimethylbenzene 2120 ug/L 200 06/01/16 10:10
EPA 8260 1,2-Dichloroethane 1260 ug/L 200 06/01/16 10:10
EPA 8260 1,3,5-Trimethylbenzene 543 ug/L 200 06/01/16 10:10
EPA 8260 Benzene 21400 ug/L 200 06/01/16 10:10
EPA 8260 Ethylbenzene 1370 ug/L 200 06/01/16 10:10
EPA 8260 Isopropylbenzene (Cumene) 48.3J ug/L 200 06/01/16 10:10
EPA 8260 Toluene 22200 ug/L 200 06/01/16 10:10
EPA 8260 m&p-Xylene 11200 ug/L 400 06/01/16 10:10
EPA 8260 n-Propylbenzene 104J ug/L 200 06/01/16 10:10
EPA 8260 0-Xylene 4960 ug/L 200 06/01/16 10:10
40132890028 MW-4/T68

EPA 8260 1,2,4-Trimethylbenzene 144 ug/L 2.5 06/01/16 10:33
EPA 8260 1,3,5-Trimethylbenzene 4.6 ug/L 2.5 06/01/16 10:33

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..

Page 8 of 69



Project:

Pace Project No.:

SUMMARY OF DETECTION

34265.003 CALUMET SUPERIOR

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40132890028 MW-4/T68

EPA 8260 Benzene 282 ug/L 2.5 06/01/16 10:33
EPA 8260 Ethylbenzene 30.6 ug/L 2.5 06/01/16 10:33
EPA 8260 Isopropylbenzene (Cumene) 0.69J ug/L 2.5 06/01/16 10:33
EPA 8260 Toluene 2.2] ug/L 2.5 06/01/16 10:33
EPA 8260 mé&p-Xylene 86.5 ug/L 5.0 06/01/16 10:33
EPA 8260 0-Xylene 1.5 ug/L 2.5 06/01/16 10:33
40132890029 MW-5/T66

EPA 8260 1,2,4-Trimethylbenzene 3760 ug/L 200 06/01/16 10:56
EPA 8260 1,3,5-Trimethylbenzene 959 ug/L 200 06/01/16 10:56
EPA 8260 Benzene 10600 ug/L 200 06/01/16 10:56
EPA 8260 Ethylbenzene 3330 ug/L 200 06/01/16 10:56
EPA 8260 Isopropylbenzene (Cumene) 118J ug/L 200 06/01/16 10:56
EPA 8260 Toluene 17000 ug/L 200 06/01/16 10:56
EPA 8260 m&p-Xylene 13800 ug/L 400 06/01/16 10:56
EPA 8260 n-Propylbenzene 419 ug/L 200 06/01/16 10:56
EPA 8260 0-Xylene 5560 ug/L 200 06/01/16 10:56
40132890030 MW-1R/T70

EPA 8260 1,2,4-Trimethylbenzene 2150 ug/L 125 05/31/16 10:50
EPA 8260 1,3,5-Trimethylbenzene 518 ug/L 125 05/31/16 10:50
EPA 8260 Benzene 30800 ug/L 125 05/31/16 10:50
EPA 8260 Ethylbenzene 1670 ug/L 125 05/31/16 10:50
EPA 8260 Naphthalene 380J ug/L 625 05/31/16 10:50
EPA 8260 Toluene 20700 ug/L 125 05/31/16 10:50
EPA 8260 mé&p-Xylene 10100 ug/L 250 05/31/16 10:50
EPA 8260 0-Xylene 3770 ug/L 125 05/31/16 10:50
40132890031 MW-2R/T70

EPA 8260 1,2,4-Trimethylbenzene 3230 ug/L 250 05/31/16 11:12
EPA 8260 1,3,5-Trimethylbenzene 688 ug/L 250 05/31/16 11:12
EPA 8260 Benzene 22000 ug/L 250 05/31/16 11:12
EPA 8260 Ethylbenzene 2150 ug/L 250 05/31/16 11:12
EPA 8260 Toluene 29500 ug/L 250 05/31/16 11:12
EPA 8260 m&p-Xylene 13900 ug/L 500 05/31/16 11:12
EPA 8260 0-Xylene 6080 ug/L 250 05/31/16 11:12
40132890032 MW-3/T70

EPA 8260 1,2,4-Trimethylbenzene 170 ug/L 10.0 05/31/16 15:06
EPA 8260 1,3,5-Trimethylbenzene 48.4 ug/L 10.0 05/31/16 15:06
EPA 8260 Benzene 748 ug/L 10.0 05/31/16 15:06
EPA 8260 Ethylbenzene 44.5 ug/L 10.0 05/31/16 15:06
EPA 8260 Toluene 12.2 ug/L 10.0 05/31/16 15:06
EPA 8260 m&p-Xylene 398 ug/L 20.0 05/31/16 15:06
EPA 8260 0-Xylene 124 ug/L 10.0 05/31/16 15:06
40132890033 MW-4/T70

EPA 8260 1,2,4-Trimethylbenzene 3270 ug/L 100 05/31/16 11:33
EPA 8260 1,3,5-Trimethylbenzene 848 ug/L 100 05/31/16 11:33

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Project:

34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-1/T68

Lab ID: 40132890026

Collected: 05/24/16 14:00 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 06/01/16 11:18
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 06/01/16 11:18
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 06/01/16 11:18
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 06/01/16 11:18
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 06/01/16 11:18
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 06/01/16 11:18
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 06/01/16 11:18
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 06/01/16 11:18
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 06/01/16 11:18
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 06/01/16 11:18
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 06/01/16 11:18
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 06/01/16 11:18
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 06/01/16 11:18
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 06/01/16 11:18
Benzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Bromobenzene <0.23 ug/L 1.0 0.23 1 06/01/16 11:18
Bromochloromethane <0.34 ug/L 1.0 0.34 1 06/01/16 11:18
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Bromoform <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Bromomethane <2.4 ug/L 5.0 2.4 1 06/01/16 11:18
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Chlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Chloroethane <0.37 ug/L 1.0 0.37 1 06/01/16 11:18
Chloroform <2.5 ug/L 5.0 25 1 06/01/16 11:18
Chloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Dibromomethane <0.43 ug/L 1.0 0.43 1 06/01/16 11:18
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 06/01/16 11:18
Ethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 06/01/16 11:18
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 06/01/16 11:18
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 06/01/16 11:18 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 06/01/16 11:18
Naphthalene <2.5 ug/L 5.0 25 1 06/01/16 11:18
Styrene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18
Toluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, Inc..
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-1/T68

Lab ID: 40132890026

Collected: 05/24/16 14:00 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 06/01/16 11:18 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 06/01/16 11:18 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 06/01/16 11:18 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 06/01/16 11:18 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 06/01/16 11:18 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:18 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 06/01/16 11:18 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 06/01/16 11:18 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 06/01/16 11:18 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 06/01/16 11:18 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 92 % 70-130 1 06/01/16 11:18 460-00-4
Dibromofluoromethane (S) 98 % 70-130 1 06/01/16 11:18 1868-53-7
Toluene-d8 (S) 102 % 70-130 1 06/01/16 11:18 2037-26-5

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
Sample: MW-2/T68 Lab ID: 40132890027 Collected: 05/24/16 14:15 Received: 05/25/16 12:45 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 06/01/16 10:10 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 06/01/16 10:10 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 06/01/16 10:10 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 06/01/16 10:10 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 06/01/16 10:10 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 06/01/16 10:10 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 06/01/16 10:10 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 06/01/16 10:10 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 06/01/16 10:10 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 06/01/16 10:10 120-82-1
1,2,4-Trimethylbenzene 2120 ug/L 200 100 200 06/01/16 10:10 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 06/01/16 10:10 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 06/01/16 10:10 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:10 95-50-1
1,2-Dichloroethane 1260 ug/L 200 33.6 200 06/01/16 10:10 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 06/01/16 10:10 78-87-5
1,3,5-Trimethylbenzene 543 ug/L 200 100 200 06/01/16 10:10 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:10 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 06/01/16 10:10 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:10 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 06/01/16 10:10 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 06/01/16 10:10 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 06/01/16 10:10 106-43-4
Benzene 21400 ug/L 200 100 200 06/01/16 10:10 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 06/01/16 10:10 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 06/01/16 10:10 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 06/01/16 10:10 75-27-4
Bromoform <100 ug/L 200 100 200 06/01/16 10:10 75-25-2
Bromomethane <487 ug/L 1000 487 200 06/01/16 10:10 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 06/01/16 10:10 56-23-5
Chlorobenzene <100 ug/L 200 100 200 06/01/16 10:10 108-90-7
Chloroethane <74.9 ug/L 200 749 200 06/01/16 10:10 75-00-3
Chloroform <500 ug/L 1000 500 200 06/01/16 10:10 67-66-3
Chloromethane <100 ug/L 200 100 200 06/01/16 10:10 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 06/01/16 10:10 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 06/01/16 10:10 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 06/01/16 10:10 75-71-8
Ethylbenzene 1370 ug/L 200 100 200 06/01/16 10:10 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 06/01/16 10:10 87-68-3
Isopropylbenzene (Cumene) 48.3J ug/L 200 28.7 200 06/01/16 10:10 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 06/01/16 10:10 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 06/01/16 10:10 75-09-2
Naphthalene <500 ug/L 1000 500 200 06/01/16 10:10 91-20-3
Styrene <100 ug/L 200 100 200 06/01/16 10:10 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 06/01/16 10:10 127-18-4
Toluene 22200 ug/L 200 100 200 06/01/16 10:10 108-88-3

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-2/T68

Lab ID: 40132890027

Collected: 05/24/16 14:15 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 06/01/16 10:10 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 06/01/16 10:10 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 06/01/16 10:10 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 06/01/16 10:10 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 06/01/16 10:10 10061-01-5
mé&p-Xylene 11200 ug/L 400 200 200 06/01/16 10:10 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 06/01/16 10:10 104-51-8
n-Propylbenzene 104J ug/L 200 100 200 06/01/16 10:10 103-65-1
o-Xylene 4960 ug/L 200 100 200 06/01/16 10:10 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 06/01/16 10:10 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 06/01/16 10:10 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 06/01/16 10:10 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 06/01/16 10:10 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 06/01/16 10:10 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 95 % 70-130 200 06/01/16 10:10 460-00-4
Dibromofluoromethane (S) 103 % 70-130 200 06/01/16 10:10 1868-53-7
Toluene-d8 (S) 102 % 70-130 200 06/01/16 10:10 2037-26-5

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
Sample: MW-4/T68 Lab ID: 40132890028 Collected: 05/24/16 14:10 Received: 05/25/16 12:45 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <0.45 ug/L 25 045 25 06/01/16 10:33 630-20-6
1,1,1-Trichloroethane <1.2 ug/L 25 12 25 06/01/16 10:33 71-55-6
1,1,2,2-Tetrachloroethane <0.62 ug/L 25 062 25 06/01/16 10:33 79-34-5
1,1,2-Trichloroethane <0.49 ug/L 25 049 25 06/01/16 10:33 79-00-5
1,1-Dichloroethane <0.60 ug/L 25 0.60 25 06/01/16 10:33 75-34-3
1,1-Dichloroethene <1.0 ug/L 25 1.0 25 06/01/16 10:33 75-35-4
1,1-Dichloropropene <1.1 ug/L 25 11 25 06/01/16 10:33 563-58-6
1,2,3-Trichlorobenzene <5.3 ug/L 125 53 25 06/01/16 10:33 87-61-6
1,2,3-Trichloropropane <1.2 ug/L 25 12 25 06/01/16 10:33 96-18-4
1,2,4-Trichlorobenzene <5.5 ug/L 125 55 25 06/01/16 10:33 120-82-1
1,2,4-Trimethylbenzene 144 ug/L 25 12 25 06/01/16 10:33 95-63-6
1,2-Dibromo-3-chloropropane <5.4 ug/L 125 54 25 06/01/16 10:33 96-12-8
1,2-Dibromoethane (EDB) <0.44 ug/L 25 044 25 06/01/16 10:33 106-93-4
1,2-Dichlorobenzene <1.2 ug/L 25 12 25 06/01/16 10:33 95-50-1
1,2-Dichloroethane <0.42 ug/L 25 042 25 06/01/16 10:33 107-06-2
1,2-Dichloropropane <0.58 ug/L 25 058 25 06/01/16 10:33 78-87-5
1,3,5-Trimethylbenzene 4.6 ug/L 25 1.2 25 06/01/16 10:33 108-67-8
1,3-Dichlorobenzene <1.2 ug/L 25 12 25 06/01/16 10:33 541-73-1
1,3-Dichloropropane <1.2 ug/L 25 12 25 06/01/16 10:33 142-28-9
1,4-Dichlorobenzene <1.2 ug/L 25 12 25 06/01/16 10:33 106-46-7
2,2-Dichloropropane <1.2 ug/L 25 12 25 06/01/16 10:33 594-20-7
2-Chlorotoluene <1.2 ug/L 25 12 25 06/01/16 10:33 95-49-8
4-Chlorotoluene <0.53 ug/L 25 0.53 25 06/01/16 10:33 106-43-4
Benzene 282 ug/L 25 12 25 06/01/16 10:33 71-43-2
Bromobenzene <0.58 ug/L 25 058 25 06/01/16 10:33 108-86-1
Bromochloromethane <0.85 ug/L 25 085 25 06/01/16 10:33 74-97-5
Bromodichloromethane <1.2 ug/L 25 12 25 06/01/16 10:33 75-27-4
Bromoform <1.2 ug/L 25 12 25 06/01/16 10:33 75-25-2
Bromomethane <6.1 ug/L 125 6.1 25 06/01/16 10:33 74-83-9
Carbon tetrachloride <1.2 ug/L 25 1.2 25 06/01/16 10:33 56-23-5
Chlorobenzene <1.2 ug/L 25 12 25 06/01/16 10:33 108-90-7
Chloroethane <0.94 ug/L 25 094 25 06/01/16 10:33 75-00-3
Chloroform <6.2 ug/L 125 6.2 25 06/01/16 10:33 67-66-3
Chloromethane <1.2 ug/L 25 1.2 25 06/01/16 10:33 74-87-3
Dibromochloromethane <1.2 ug/L 25 12 25 06/01/16 10:33 124-48-1
Dibromomethane <1.1 ug/L 25 11 25 06/01/16 10:33 74-95-3
Dichlorodifluoromethane <0.56 ug/L 25 056 25 06/01/16 10:33 75-71-8
Ethylbenzene 30.6 ug/L 25 12 25 06/01/16 10:33 100-41-4
Hexachloro-1,3-butadiene <5.3 ug/L 125 53 25 06/01/16 10:33 87-68-3
Isopropylbenzene (Cumene) 0.69J ug/L 25 036 25 06/01/16 10:33 98-82-8
Methyl-tert-butyl ether <0.44 ug/L 25 044 25 06/01/16 10:33 1634-04-4
Methylene Chloride <0.58 ug/L 25 0.58 25 06/01/16 10:33 75-09-2
Naphthalene <6.2 ug/L 125 6.2 25 06/01/16 10:33 91-20-3
Styrene <12 ug/L 25 12 25 06/01/16 10:33 100-42-5
Tetrachloroethene <1.2 ug/L 25 12 25 06/01/16 10:33 127-18-4
Toluene 2.2] ug/L 25 12 25 06/01/16 10:33 108-88-3

Date: 06/02/2016 03:26 PM
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-4/T68

Lab ID: 40132890028

Collected: 05/24/16 14:10 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.83 ug/L 25 083 25 06/01/16 10:33 79-01-6
Trichlorofluoromethane <0.46 ug/L 25 046 25 06/01/16 10:33 75-69-4
Vinyl chloride <0.44 ug/L 25 044 25 06/01/16 10:33 75-01-4
cis-1,2-Dichloroethene <0.64 ug/L 25 064 25 06/01/16 10:33 156-59-2
cis-1,3-Dichloropropene <1.2 ug/L 25 12 25 06/01/16 10:33 10061-01-5
mé&p-Xylene 86.5 ug/L 5.0 25 25 06/01/16 10:33 179601-23-1
n-Butylbenzene <1.2 ug/L 25 12 25 06/01/16 10:33 104-51-8
n-Propylbenzene <1.2 ug/L 25 12 25 06/01/16 10:33 103-65-1
o-Xylene 1.5 ug/L 25 12 25 06/01/16 10:33 95-47-6
p-lsopropyltoluene <1.2 ug/L 25 12 25 06/01/16 10:33 99-87-6
sec-Butylbenzene <5.5 ug/L 125 55 25 06/01/16 10:33 135-98-8
tert-Butylbenzene <0.45 ug/L 25 045 25 06/01/16 10:33 98-06-6
trans-1,2-Dichloroethene <0.64 ug/L 25 064 25 06/01/16 10:33 156-60-5
trans-1,3-Dichloropropene <0.57 ug/L 25 057 25 06/01/16 10:33 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 94 % 70-130 25 06/01/16 10:33 460-00-4
Dibromofluoromethane (S) 96 % 70-130 25 06/01/16 10:33 1868-53-7
Toluene-d8 (S) 103 % 70-130 25 06/01/16 10:33 2037-26-5

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
Sample: MW-5/T66 Lab ID: 40132890029 Collected: 05/24/16 14:20 Received: 05/25/16 12:45 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 06/01/16 10:56 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 06/01/16 10:56 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 06/01/16 10:56 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 06/01/16 10:56 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 06/01/16 10:56 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 06/01/16 10:56 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 06/01/16 10:56 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 06/01/16 10:56 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 06/01/16 10:56 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 06/01/16 10:56 120-82-1
1,2,4-Trimethylbenzene 3760 ug/L 200 100 200 06/01/16 10:56 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 06/01/16 10:56 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 06/01/16 10:56 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:56 95-50-1
1,2-Dichloroethane <33.6 ug/L 200 33.6 200 06/01/16 10:56 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 06/01/16 10:56 78-87-5
1,3,5-Trimethylbenzene 959 ug/L 200 100 200 06/01/16 10:56 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:56 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 06/01/16 10:56 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 06/01/16 10:56 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 06/01/16 10:56 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 06/01/16 10:56 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 06/01/16 10:56 106-43-4
Benzene 10600 ug/L 200 100 200 06/01/16 10:56 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 06/01/16 10:56 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 06/01/16 10:56 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 06/01/16 10:56 75-27-4
Bromoform <100 ug/L 200 100 200 06/01/16 10:56 75-25-2
Bromomethane <487 ug/L 1000 487 200 06/01/16 10:56 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 06/01/16 10:56 56-23-5
Chlorobenzene <100 ug/L 200 100 200 06/01/16 10:56 108-90-7
Chloroethane <74.9 ug/L 200 749 200 06/01/16 10:56 75-00-3
Chloroform <500 ug/L 1000 500 200 06/01/16 10:56 67-66-3
Chloromethane <100 ug/L 200 100 200 06/01/16 10:56 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 06/01/16 10:56 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 06/01/16 10:56 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 06/01/16 10:56 75-71-8
Ethylbenzene 3330 ug/L 200 100 200 06/01/16 10:56 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 06/01/16 10:56 87-68-3
Isopropylbenzene (Cumene) 118J ug/L 200 28.7 200 06/01/16 10:56 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 06/01/16 10:56 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 06/01/16 10:56 75-09-2
Naphthalene <500 ug/L 1000 500 200 06/01/16 10:56 91-20-3
Styrene <100 ug/L 200 100 200 06/01/16 10:56 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 06/01/16 10:56 127-18-4
Toluene 17000 ug/L 200 100 200 06/01/16 10:56 108-88-3

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, Inc..
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T66

Lab ID: 40132890029

Collected: 05/24/16 14:20 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 06/01/16 10:56 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 06/01/16 10:56 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 06/01/16 10:56 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 06/01/16 10:56 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 06/01/16 10:56 10061-01-5
mé&p-Xylene 13800 ug/L 400 200 200 06/01/16 10:56 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 06/01/16 10:56 104-51-8
n-Propylbenzene 419 ug/L 200 100 200 06/01/16 10:56 103-65-1
o-Xylene 5560 ug/L 200 100 200 06/01/16 10:56 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 06/01/16 10:56 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 06/01/16 10:56 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 06/01/16 10:56 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 06/01/16 10:56 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 06/01/16 10:56 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 95 % 70-130 200 06/01/16 10:56 460-00-4
Dibromofluoromethane (S) 99 % 70-130 200 06/01/16 10:56 1868-53-7
Toluene-d8 (S) 102 % 70-130 200 06/01/16 10:56 2037-26-5

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Project:

34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: TRIP BLANK

Lab ID: 40132890036

Collected: 05/24/16 00:00 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 06/01/16 11:41
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 06/01/16 11:41
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 06/01/16 11:41
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 06/01/16 11:41
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 06/01/16 11:41
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 06/01/16 11:41
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 06/01/16 11:41
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 06/01/16 11:41
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 06/01/16 11:41
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 06/01/16 11:41
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 06/01/16 11:41
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 06/01/16 11:41
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 06/01/16 11:41
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 06/01/16 11:41
Benzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Bromobenzene <0.23 ug/L 1.0 0.23 1 06/01/16 11:41
Bromochloromethane <0.34 ug/L 1.0 0.34 1 06/01/16 11:41
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Bromoform <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Bromomethane <2.4 ug/L 5.0 2.4 1 06/01/16 11:41
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Chlorobenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Chloroethane <0.37 ug/L 1.0 0.37 1 06/01/16 11:41
Chloroform <2.5 ug/L 5.0 25 1 06/01/16 11:41
Chloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Dibromomethane <0.43 ug/L 1.0 0.43 1 06/01/16 11:41
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 06/01/16 11:41
Ethylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 06/01/16 11:41
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 06/01/16 11:41
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 06/01/16 11:41 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 06/01/16 11:41
Naphthalene <2.5 ug/L 5.0 25 1 06/01/16 11:41
Styrene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41
Toluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

ANALYTICAL RESULTS

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: TRIP BLANK

Lab ID: 40132890036

Collected: 05/24/16 00:00 Received: 05/25/16 12:45 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 06/01/16 11:41 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 06/01/16 11:41 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 06/01/16 11:41 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 06/01/16 11:41 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 06/01/16 11:41 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 06/01/16 11:41 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 06/01/16 11:41 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 06/01/16 11:41 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 06/01/16 11:41 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 06/01/16 11:41 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 97 % 70-130 1 06/01/16 11:41 460-00-4
Dibromofluoromethane (S) 100 % 70-130 1 06/01/16 11:41 1868-53-7
Toluene-d8 (S) 108 % 70-130 1 06/01/16 11:41 2037-26-5

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Project:

Pace Project No.:

34265.003 CALUMET SUPER
40132890

QUALITY CONTROL DATA

IOR

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

QC Batch:

QC Batch Method:
Associated Lab Samples:

GCV/16083
EPA 8021

Analysis Method:

Analysis Description:
40132890001, 40132890002, 40132890003, 40132890004, 40132890005, 40132890006, 40132890007,

EPA 8021

8021 GCV BTEX

40132890008, 40132890009, 40132890010, 40132890011, 40132890012, 40132890013, 40132890014

METHOD BLANK:
Associated Lab Samples:

1342348

Matrix: Water

40132890001, 40132890002, 40132890003, 40132890004, 40132890005, 40132890006, 40132890007,

40132890008, 40132890009, 40132890010, 40132890011, 40132890012, 40132890013, 40132890014

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.42 1.0 05/27/16 08:07
1,3,5-Trimethylbenzene ug/L <0.42 1.0 05/27/16 08:07
Benzene ug/L <0.40 1.0 05/27/16 08:07
Ethylbenzene ug/L <0.39 1.0 05/27/16 08:07
mé&p-Xylene ug/L <0.80 2.0 05/27/16 08:07
Methyl-tert-butyl ether ug/L <0.48 1.0 05/27/16 08:07
0-Xylene ug/L <0.45 1.0 05/27/16 08:07
Toluene ug/L <0.39 1.0 05/27/16 08:07
a,a,a-Trifluorotoluene (S) % 103 80-120 05/27/16 08:07
LABORATORY CONTROL SAMPLE & LCSD: 1342349 1342350
Spike LCS LCSD LCS LCSD % Rec Max
Parameter Units Conc. Result Result % Rec % Rec Limits RPD RPD Qualifiers
1,2,4-Trimethylbenzene ug/L 20 21.8 21.0 109 105 80-120 4 20
1,3,5-Trimethylbenzene ug/L 20 21.1 20.4 106 102  80-120 4 20
Benzene ug/L 20 21.4 21.2 107 106  80-120 1 20
Ethylbenzene ug/L 20 20.9 20.4 105 102 80-120 3 20
mé&p-Xylene ug/L 40 41.9 40.6 105 102 80-120 3 20
Methyl-tert-butyl ether ug/L 20 21.8 21.0 109 105  80-120 4 20
0-Xylene ug/L 20 215 20.8 108 104  80-120 3 20
Toluene ug/L 20 21.2 20.7 106 104  80-120 2 20
a,a,a-Trifluorotoluene (S) % 102 101 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

QC Batch: MSV/33712 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV

Associated Lab Samples:

40132890026, 40132890027, 40132890028, 40132890029, 40132890036

METHOD BLANK: 1342374
Associated Lab Samples:

Matrix: Water

40132890026, 40132890027, 40132890028, 40132890029, 40132890036

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 06/01/16 06:47
1,1,1-Trichloroethane ug/L <0.50 1.0 06/01/16 06:47
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 06/01/16 06:47
1,1,2-Trichloroethane ug/L <0.20 1.0 06/01/16 06:47
1,1-Dichloroethane ug/L <0.24 1.0 06/01/16 06:47
1,1-Dichloroethene ug/L <0.41 1.0 06/01/16 06:47
1,1-Dichloropropene ug/L <0.44 1.0 06/01/16 06:47
1,2,3-Trichlorobenzene ug/L <2.1 5.0 06/01/16 06:47
1,2,3-Trichloropropane ug/L <0.50 1.0 06/01/16 06:47
1,2,4-Trichlorobenzene ug/L <2.2 5.0 06/01/16 06:47
1,2,4-Trimethylbenzene ug/L <0.50 1.0 06/01/16 06:47
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 06/01/16 06:47
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 06/01/16 06:47
1,2-Dichlorobenzene ug/L <0.50 1.0 06/01/16 06:47
1,2-Dichloroethane ug/L <0.17 1.0 06/01/16 06:47
1,2-Dichloropropane ug/L <0.23 1.0 06/01/16 06:47
1,3,5-Trimethylbenzene ug/L <0.50 1.0 06/01/16 06:47
1,3-Dichlorobenzene ug/L <0.50 1.0 06/01/16 06:47
1,3-Dichloropropane ug/L <0.50 1.0 06/01/16 06:47
1,4-Dichlorobenzene ug/L <0.50 1.0 06/01/16 06:47
2,2-Dichloropropane ug/L <0.48 1.0 06/01/16 06:47
2-Chlorotoluene ug/L <0.50 1.0 06/01/16 06:47
4-Chlorotoluene ug/L <0.21 1.0 06/01/16 06:47
Benzene ug/L <0.50 1.0 06/01/16 06:47
Bromobenzene ug/L <0.23 1.0 06/01/16 06:47
Bromochloromethane ug/L <0.34 1.0 06/01/16 06:47
Bromodichloromethane ug/L <0.50 1.0 06/01/16 06:47
Bromoform ug/L <0.50 1.0 06/01/16 06:47
Bromomethane ug/L <2.4 5.0 06/01/16 06:47
Carbon tetrachloride ug/L <0.50 1.0 06/01/16 06:47
Chlorobenzene ug/L <0.50 1.0 06/01/16 06:47
Chloroethane ug/L <0.37 1.0 06/01/16 06:47
Chloroform ug/L <2.5 5.0 06/01/16 06:47
Chloromethane ug/L <0.50 1.0 06/01/16 06:47
cis-1,2-Dichloroethene ug/L <0.26 1.0 06/01/16 06:47
cis-1,3-Dichloropropene ug/L <0.50 1.0 06/01/16 06:47
Dibromochloromethane ug/L <0.50 1.0 06/01/16 06:47
Dibromomethane ug/L <0.43 1.0 06/01/16 06:47
Dichlorodifluoromethane ug/L <0.22 1.0 06/01/16 06:47
Ethylbenzene ug/L <0.50 1.0 06/01/16 06:47
Hexachloro-1,3-butadiene ug/L <2.1 5.0 06/01/16 06:47

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
METHOD BLANK: 1342374 Matrix: Water

Associated Lab Samples:

40132890026, 40132890027, 40132890028, 40132890029, 40132890036

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 06/01/16 06:47
mé&p-Xylene ug/L <1.0 2.0 06/01/16 06:47
Methyl-tert-butyl ether ug/L <0.17 1.0 06/01/16 06:47
Methylene Chloride ug/L <0.23 1.0 06/01/16 06:47
n-Butylbenzene ug/L <0.50 1.0 06/01/16 06:47
n-Propylbenzene ug/L <0.50 1.0 06/01/16 06:47
Naphthalene ug/L <2.5 5.0 06/01/16 06:47

0-Xylene ug/L <0.50 1.0 06/01/16 06:47
p-lsopropyltoluene ug/L <0.50 1.0 06/01/16 06:47
sec-Butylbenzene ug/L <2.2 5.0 06/01/16 06:47

Styrene ug/L <0.50 1.0 06/01/16 06:47
tert-Butylbenzene ug/L <0.18 1.0 06/01/16 06:47
Tetrachloroethene ug/L <0.50 1.0 06/01/16 06:47

Toluene ug/L <0.50 1.0 06/01/16 06:47
trans-1,2-Dichloroethene ug/L <0.26 1.0 06/01/16 06:47
trans-1,3-Dichloropropene ug/L <0.23 1.0 06/01/16 06:47
Trichloroethene ug/L <0.33 1.0 06/01/16 06:47
Trichlorofluoromethane ug/L <0.18 1.0 06/01/16 06:47

Vinyl chloride ug/L <0.18 1.0 06/01/16 06:47
4-Bromofluorobenzene (S) % 92 70-130 06/01/16 06:47
Dibromofluoromethane (S) % 98 70-130 06/01/16 06:47
Toluene-d8 (S) % 102 70-130 06/01/16 06:47
LABORATORY CONTROL SAMPLE: 1342375

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 50 49.8 100 70-131
1,1,2,2-Tetrachloroethane ug/L 50 50.2 100 67-130
1,1,2-Trichloroethane ug/L 50 52.5 105 70-130
1,1-Dichloroethane ug/L 50 48.6 97 70-133
1,1-Dichloroethene ug/L 50 47.8 96 70-130
1,2,4-Trichlorobenzene ug/L 50 42.7 85 70-130
1,2-Dibromo-3-chloropropane ug/L 50 48.4 97 50-150
1,2-Dibromoethane (EDB) ug/L 50 54.5 109 70-130
1,2-Dichlorobenzene ug/L 50 49.8 100 70-130
1,2-Dichloroethane ug/L 50 50.3 101 70-130
1,2-Dichloropropane ug/L 50 50.7 101 70-130
1,3-Dichlorobenzene ug/L 50 48.9 98 70-130
1,4-Dichlorobenzene ug/L 50 48.1 96 70-130
Benzene ug/L 50 49.4 99 60-135
Bromodichloromethane ug/L 50 51.8 104 70-130
Bromoform ug/L 50 50.5 101 70-130
Bromomethane ug/L 50 34.7 69 33-130
Carbon tetrachloride ug/L 50 50.5 101 70-138

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
LABORATORY CONTROL SAMPLE: 1342375
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 52.8 106 70-130
Chloroethane ug/L 50 50.2 100 51-130
Chloroform ug/L 50 49.3 99 70-130
Chloromethane ug/L 50 42.8 86 25-132
cis-1,2-Dichloroethene ug/L 50 48.0 96 69-130
cis-1,3-Dichloropropene ug/L 50 45.7 91 70-130
Dibromochloromethane ug/L 50 52.4 105 70-130
Dichlorodifluoromethane ug/L 50 35.2 70 23-130
Ethylbenzene ug/L 50 54.3 109 70-136
Isopropylbenzene (Cumene) ug/L 50 55.7 111 70-140
mé&p-Xylene ug/L 100 114 114 70-138
Methyl-tert-butyl ether ug/L 50 48.7 97 66-138
Methylene Chloride ug/L 50 47.2 94 70-130
0-Xylene ug/L 50 54.7 109 70-134
Styrene ug/L 50 57.4 115 70-133
Tetrachloroethene ug/L 50 50.4 101 70-138
Toluene ug/L 50 54.1 108 70-130
trans-1,2-Dichloroethene ug/L 50 48.4 97 70-131
trans-1,3-Dichloropropene ug/L 50 48.6 97 69-130
Trichloroethene ug/L 50 51.2 102 70-130
Trichlorofluoromethane ug/L 50 49.8 100 50-150
Vinyl chloride ug/L 50 44.3 89 49-130
4-Bromofluorobenzene (S) % 102 70-130
Dibromofluoromethane (S) % 101 70-130
Toluene-d8 (S) % 106 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1343476 1343477
MS MSD
40132886002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <1.0 50 50 45.7 43.0 91 86 70-134 6 20
1,1,2,2-Tetrachloroethane ug/L <1.0 50 50 51.0 48.9 102 98 67-130 4 20
1,1,2-Trichloroethane ug/L <1.0 50 50 50.6 48.2 101 96 70-130 5 20
1,1-Dichloroethane ug/L <1.0 50 50 44.0 41.8 88 84 70-134 5 20
1,1-Dichloroethene ug/L <1.0 50 50 42.7 39.6 85 79 68-136 7 20
1,2,4-Trichlorobenzene ug/L <5.0 50 50 41.1 39.4 82 78 62-139 4 20
1,2-Dibromo-3- ug/L <5.0 50 50 47.0 48.2 94 96 50-150 2 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <1.0 50 50 53.3 48.9 107 98 70-130 8 20
1,2-Dichlorobenzene ug/L <1.0 50 50 48.4 45.9 97 92 70-130 5 20
1,2-Dichloroethane ug/L <1.0 50 50 46.4 43.4 93 87 70-130 7 20
1,2-Dichloropropane ug/L <1.0 50 50 48.5 47.1 97 94  70-130 3 20
1,3-Dichlorobenzene ug/L <1.0 50 50 46.6 44.9 93 90 70-131 4 20
1,4-Dichlorobenzene ug/L <1.0 50 50 46.2 44.7 92 89 70-130 3 20
Benzene ug/L <1.0 50 50 452 42.7 90 85 57-138 6 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1343476 1343477
MS MSD
40132886002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <1.0 50 50 48.8 45.5 98 91 70-130 7 20
Bromoform ug/L <1.0 50 50 48.2 47.0 96 94 70-130 2 20
Bromomethane ug/L <5.0 50 50 32.8 31.7 66 63 33-130 3 27
Carbon tetrachloride ug/L <1.0 50 50 47.0 44.1 94 88 70-138 6 20
Chlorobenzene ug/L <1.0 50 50 48.5 46.4 97 93 70-130 5 20
Chloroethane ug/L <1.0 50 50 42.8 40.7 86 81 51-130 5 20
Chloroform ug/L <5.0 50 50 45.8 42.8 92 86 70-130 7 20
Chloromethane ug/L <1.0 50 50 35.6 33.0 71 66 25-132 8 20
cis-1,2-Dichloroethene ug/L <1.0 50 50 43.4 40.4 87 81 61-140 7 20
cis-1,3-Dichloropropene ug/L <1.0 50 50 44.7 42.0 89 84 70-130 6 20
Dibromochloromethane ug/L <1.0 50 50 49.6 46.9 929 94  70-130 6 20
Dichlorodifluoromethane ug/L <1.0 50 50 26.8 24.6 54 49  23-130 9 20
Ethylbenzene ug/L <1.0 50 50 50.6 48.1 101 96 70-138 5 20
Isopropylbenzene (Cumene) ug/L <1.0 50 50 51.6 48.9 103 98 70-152 5 20
mé&p-Xylene ug/L <2.0 100 100 105 99.2 105 99 70-140 5 20
Methyl-tert-butyl ether ug/L <1.0 50 50 46.8 43.6 94 87 66-139 7 20
Methylene Chloride ug/L <1.0 50 50 44.5 41.3 89 83 70-130 7 20
o-Xylene ug/L <1.0 50 50 50.6 47.5 101 95 70-134 6 20
Styrene ug/L <1.0 50 50 53.2 50.1 106 100 70-138 6 20
Tetrachloroethene ug/L <1.0 50 50 47.2 44.5 94 89 70-148 6 20
Toluene ug/L <1.0 50 50 50.5 48.3 101 97 70-130 4 20
trans-1,2-Dichloroethene ug/L <1.0 50 50 43.0 41.1 86 82 70-133 5 20
trans-1,3-Dichloropropene ug/L <1.0 50 50 46.1 43.9 92 88 69-130 5 20
Trichloroethene ug/L <1.0 50 50 46.9 44.3 94 89 70-131 6 20
Trichlorofluoromethane ug/L <1.0 50 50 43.7 41.1 87 82 50-150 6 20
Vinyl chloride ug/L <1.0 50 50 38.1 35.6 76 71 49-133 7 20
4-Bromofluorobenzene (S) % 102 102  70-130
Dibromofluoromethane (S) % 97 97 70-130
Toluene-d8 (S) % 105 104 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

QC Batch: MSV/33697 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40132890015, 40132890016, 40132890017

METHOD BLANK:
Associated Lab Samples:

1341593

Matrix: Water
40132890015, 40132890016, 40132890017

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/26/16 15:41
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/26/16 15:41
Benzene ug/L <0.50 1.0 05/26/16 15:41
Ethylbenzene ug/L <0.50 1.0 05/26/16 15:41
m&p-Xylene ug/L <1.0 2.0 05/26/16 15:41
Methyl-tert-butyl ether ug/L <0.17 1.0 05/26/16 15:41
Naphthalene ug/L <2.5 5.0 05/26/16 15:41
0-Xylene ug/L <0.50 1.0 05/26/16 15:41
Toluene ug/L <0.50 1.0 05/26/16 15:41
4-Bromofluorobenzene (S) % 87 70-130 05/26/16 15:41
Dibromofluoromethane (S) % 124 70-130 05/26/16 15:41
Toluene-d8 (S) % 86 70-130 05/26/16 15:41
LABORATORY CONTROL SAMPLE: 1341594
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 56.6 113 60-135
Ethylbenzene ug/L 50 54.0 108 70-136
mé&p-Xylene ug/L 100 112 112 70-138
Methyl-tert-butyl ether ug/L 50 42.4 85 66-138
0-Xylene ug/L 50 53.3 107 70-134
Toluene ug/L 50 54.0 108 70-130
4-Bromofluorobenzene (S) % 108 70-130
Dibromofluoromethane (S) % 118 70-130
Toluene-d8 (S) % 87 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1342376 1342377
MS MSD
40132629002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 50 50 53.5 53.4 107 107 57-138 0 20
Ethylbenzene ug/L <0.50 50 50 51.1 50.7 102 101 70-138 1 20
mé&p-Xylene ug/L <1.0 100 100 109 105 109 105 70-140 3 20
Methyl-tert-butyl ether ug/L <0.17 50 50 41.3 40.6 83 81 66-139 2 20
o-Xylene ug/L <0.50 50 50 50.4 50.0 101 100 70-134 1 20
Toluene ug/L <0.50 50 50 51.7 51.3 103 103 70-130 1 20
4-Bromofluorobenzene (S) 107 108 70-130
Dibromofluoromethane (S) 118 119 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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QUALITY CONTROL DATA

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1342376 1342377
MS MSD
40132629002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 87 88 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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QUALITY CONTROL DATA

Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40132890

QC Batch: MSV/33720 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40132890018, 40132890019, 40132890020, 40132890021, 40132890022, 40132890023, 40132890024,

40132890025, 40132890030, 40132890031, 40132890032, 40132890033, 40132890034, 40132890035

METHOD BLANK:
Associated Lab Samples:

1343277

Matrix: Water

40132890018, 40132890019, 40132890020, 40132890021, 40132890022, 40132890023, 40132890024,

40132890025, 40132890030, 40132890031, 40132890032, 40132890033, 40132890034, 40132890035

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/31/16 07:17
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/31/16 07:17
Benzene ug/L <0.50 1.0 05/31/16 07:17
Ethylbenzene ug/L <0.50 1.0 05/31/16 07:17
mé&p-Xylene ug/L <1.0 2.0 05/31/16 07:17
Methyl-tert-butyl ether ug/L <0.17 1.0 05/31/16 07:17
Naphthalene ug/L <2.5 5.0 05/31/16 07:17
0-Xylene ug/L <0.50 1.0 05/31/16 07:17
Toluene ug/L <0.50 1.0 05/31/16 07:17
4-Bromofluorobenzene (S) % 74 70-130 05/31/16 07:17
Dibromofluoromethane (S) % 105 70-130 05/31/16 07:17
Toluene-d8 (S) % 98 70-130 05/31/16 07:17
LABORATORY CONTROL SAMPLE: 1343278
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 53.1 106 60-135
Ethylbenzene ug/L 50 47.8 96 70-136
mé&p-Xylene ug/L 100 99.9 100 70-138
Methyl-tert-butyl ether ug/L 50 43.7 87 66-138
o-Xylene ug/L 50 47.8 96 70-134
Toluene ug/L 50 46.5 93 70-130
4-Bromofluorobenzene (S) % 84 70-130
Dibromofluoromethane (S) % 107 70-130
Toluene-d8 (S) % 95 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1343305 1343306
MS MSD
40132890022 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L 50.3 50 50 84.3 91.3 68 82 57-138 8 20
Ethylbenzene ug/L 152 50 50 168 179 33 55 70-138 6 20 M1
mé&p-Xylene ug/L 478 100 100 515 562 37 84 70-140 9 20M1
Methyl-tert-butyl ether ug/L <0.35 50 50 41.1 43.6 82 87 66-139 6 20
0-Xylene ug/L 1.7 50 50 49.7 50.2 96 97 70-134 1 20
Toluene ug/L <1.0 50 50 45.3 46.7 91 93 70-130 3 20
4-Bromofluorobenzene (S) % 93 89 70-130

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Project:

34265.003 CALUMET SUPERIOR
Pace Project No.:

QUALITY CONTROL DATA

Pace Analytical Services, Inc
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

40132890
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1343305 1343306
MS MSD
40132890022  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Dibromofluoromethane (S) % 100 100 70-130
Toluene-d8 (S) % 96 95 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALIFIERS

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

DEFINITIONS

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above LOD.

J - Estimated concentration at or above the LOD and below the LOQ.

LOD - Limit of Detection adjusted for dilution factor and percent moisture.

LOQ - Limit of Quantitation adjusted for dilution factor and percent moisture.

S - Surrogate

1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The result for each analyte is
a combined concentration.

Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)

MS(D) - Matrix Spike (Duplicate)

DUP - Sample Duplicate

RPD - Relative Percent Difference

NC - Not Calculable.

SG - Silica Gel - Clean-Up

U - Indicates the compound was analyzed for, but not detected at or above the adjusted LOD.

N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.

Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.

LABORATORIES

PASI-G Pace Analytical Services - Green Bay

ANALYTE QUALIFIERS

M1 Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
Date: 06/02/2016 03:26 PM without the written consent of Pace Analytical Services, Inc.. Page 64 of 69



Pace Analytical Services, Inc.
1241 Bellevue Street - Suite 9

QUALITY CONTROL DATA CROSS REFERENCE TABLE

Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40132890

Analytical
Lab ID Sample ID QC Batch Method QC Batch Analytical Method Batch
40132890001 LRS-1 EPA 8021 GCV/16083
40132890002 LRS-2 EPA 8021 GCV/16083
40132890003 LRS-3 EPA 8021 GCV/16083
40132890004 LRS-4 EPA 8021 GCV/16083
40132890005 LRS-6 EPA 8021 GCV/16083
40132890006 LRS-7 EPA 8021 GCV/16083
40132890007 MW-1/FL EPA 8021 GCV/16083
40132890008 MW-2/FL EPA 8021 GCV/16083
40132890009 MW-3/FL EPA 8021 GCV/16083
40132890010 MW-9/FL EPA 8021 GCV/16083
40132890011 MW-10/FL EPA 8021 GCV/16083
40132890012 MW-11/FL EPA 8021 GCV/16083
40132890013 MW-13/FL EPA 8021 GCV/16083
40132890014 MW-14/FL EPA 8021 GCV/16083
40132890026 MW-1/T68 EPA 8260 MSV/33712
40132890027 MW-2/T68 EPA 8260 MSV/33712
40132890028 MW-4/T68 EPA 8260 MSV/33712
40132890029 MW-5/T66 EPA 8260 MSV/33712
40132890036 TRIP BLANK EPA 8260 MSV/33712
40132890015 MW-1/CW EPA 8260 MSV/33697
40132890016 MW-2/CW EPA 8260 MSV/33697
40132890017 MW-3/CW EPA 8260 MSV/33697
40132890018 MW-4/CW EPA 8260 MSV/33720
40132890019 MW-1/T40 EPA 8260 MSV/33720
40132890020 MW-2/T40 EPA 8260 MSV/33720
40132890021 MW-4/T40 EPA 8260 MSV/33720
40132890022 MW-5/T40 EPA 8260 MSV/33720
40132890023 MW-6/T40 EPA 8260 MSV/33720
40132890024 MW-7/T40 EPA 8260 MSV/33720
40132890025 TS-1/T40 EPA 8260 MSV/33720
40132890030 MW-1R/T70 EPA 8260 MSV/33720
40132890031 MW-2R/T70 EPA 8260 MSV/33720
40132890032 MW-3/T70 EPA 8260 MSV/33720
40132890033 MW-4/T70 EPA 8260 MSV/33720
40132890034 MW-5/T70 EPA 8260 MSV/33720
40132890035 MW-6/T70 EPA 8260 MSV/33720

Date: 06/02/2016 03:26 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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_APaceAnalytical

,;Clleﬁrﬂ1t Name: é@ /(j’)@# ;

Sample Condition Upon Receipt

Pace Analytical Services, Inc.
1241 Bellevue Street, Suite 9
Green Bay, W! 54302

Courier: !?-—Fed Ex ™ y§ Client 3
Tracking #: /

Custody Seal on CoolerIBox Present:

Custody Seal on Samples Present: f“ yes i?(no
iﬁ( Bubble Wrap WCBubble Bags I None .{~ Other

Packing Material:
Thermometer Used

" roect WO : 40132890
ﬁ I
40132890
~ no Seals intact: s{ no ;

Seals intact: {~ yes ™ no

Type of Ice: fVet) Blue Dry None K,Samp!es on ice, cooling process has begun -~

Cooler Temperature Uncorr: , l ICorr: ogical Tissue is Frozen: I~ yes i
Temp Blank Present: [ yes - no " no Person examining coptents:
. o . Date: 9 /5 -
Temp should be above freezing to 6°C for all sample except Biota. Initials:
Frozen Biota Samples should be received < 0°C. Comments: nitials:
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-Pace IR Containers Used: Oves ONo [4N/A
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= - L CLCL AL
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October 17, 2016 Project #34265.003
Calumet Superior
Reviewed by CCW

10/18/16

Clifford Wright
Gannett Fleming
8025 Excelsior Drive
Madison, WI 53717

RE: Project: 34265.003 CALUMET
Pace Project No.: 40139615

Dear Clifford Wright:

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Enclosed are the analytical results for sample(s) received by the laboratory on October 06, 2016.
The results relate only to the samples included in this report. Results reported herein conform to the
most current, applicable TNI/NELAC standards and the laboratory's Quality Assurance Manual,

where applicable, unless otherwise noted in the body of the report.

If you have any questions concerning this report, please feel free to contact me.

Sincerely,

Dan Milewsky
dan.milewsky@pacelabs.com
Project Manager

Enclosures

cc: Dave Olig, Gannett Fleming

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 1 of 75



Project: 34265.003 CALUMET
Pace Project No.: 40139615

CERTIFICATIONS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Green Bay Certification IDs
1241 Bellevue Street, Green Bay, WI 54302
Florida/NELAP Certification #: E87948
Illinois Certification #: 200050
Kentucky Certification #: 82
Louisiana Certification #: 04168
Minnesota Certification #: 055-999-334
Virginia VELAP ID: 460263
North Dakota Certification #: R-150

South Carolina Certification #: 83006001
Texas Certification #: T104704529-14-1
US Dept of Agriculture #: S-76505
Virginia VELAP ID: 460263

Virginia VELAP Certification ID: 460263
Wisconsin Certification #: 405132750
Wisconsin DATCP Certification #: 105-444

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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SAMPLE SUMMARY

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET

Pace Project No.: 40139615

Lab ID Sample ID Matrix Date Collected Date Received
40139615001 MW-1/T40 Water 10/05/16 14:00 10/06/16 09:10
40139615002 MW-2/T40 Water 10/05/16 14:10 10/06/16 09:10
40139615003 MW-4/T40 Water 10/05/16 13:45 10/06/16 09:10
40139615004 MW-5/T40 Water 10/05/16 13:25 10/06/16 09:10
40139615005 MW-6/T40 Water 10/05/16 13:35 10/06/16 09:10
40139615006 MW-7/T40 Water 10/05/16 13:40 10/06/16 09:10
40139615007 TS-1/T40 Water 10/05/16 13:20 10/06/16 09:10
40139615008 MW-1/T68 Water 10/05/16 14:15 10/06/16 09:10
40139615009 MW-2/T68 Water 10/05/16 14:30 10/06/16 09:10
40139615010 MW-4/T68 Water 10/05/16 14:40 10/06/16 09:10
40139615011 MW-5/T66 Water 10/05/16 14:50 10/06/16 09:10
40139615012 MW-6/T68 Water 10/05/16 14:45 10/06/16 09:10
40139615013 MW-1R/T70 Water 10/05/16 15:40 10/06/16 09:10
40139615014 MW-2R/T70 Water 10/05/16 15:10 10/06/16 09:10
40139615015 MW-3/T70 Water 10/05/16 15:30 10/06/16 09:10
40139615016 MW-4/T70 Water 10/05/16 15:35 10/06/16 09:10
40139615017 MW-5/T70 Water 10/05/16 15:15 10/06/16 09:10
40139615018 MW-6/T70 Water 10/05/16 15:25 10/06/16 09:10
40139615019 TRIP BLANK Water 10/05/16 00:00 10/06/16 09:10
40139615020 LRS-1 Water 10/05/16 10:45 10/06/16 09:10
40139615021 LRS-2 Water 10/05/16 10:55 10/06/16 09:10
40139615022 LRS-3 Water 10/05/16 11:15 10/06/16 09:10
40139615023 LRS-4 Water 10/05/16 11:30 10/06/16 09:10
40139615024 LRS-6 Water 10/05/16 11:10 10/06/16 09:10
40139615025 LRS-8 Water 10/05/16 11:45 10/06/16 09:10
40139615026 MW-1/FL Water 10/05/16 10:30 10/06/16 09:10
40139615027 MW-2/FL Water 10/05/16 10:25 10/06/16 09:10
40139615028 MW-3/FL Water 10/05/16 10:20 10/06/16 09:10
40139615029 MW-9/FL Water 10/05/16 12:10 10/06/16 09:10
40139615030 MW-10/FL Water 10/05/16 12:15 10/06/16 09:10
40139615031 MW-11/FL Water 10/05/16 12:00 10/06/16 09:10
40139615032 MW-13/FL Water 10/05/16 11:55 10/06/16 09:10
40139615033 MW-14/FL Water 10/05/16 11:50 10/06/16 09:10

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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SAMPLE ANALYTE COUNT

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615

Analytes
Lab ID Sample ID Method Analysts Reported Laboratory
40139615001 MW-1/T40 EPA 8260 LAP 11 PASI-G
40139615002 MW-2/T40 EPA 8260 LAP 11 PASI-G
40139615003 MW-4/T40 EPA 8260 LAP 11 PASI-G
40139615004 MW-5/T40 EPA 8260 LAP 11 PASI-G
40139615005 MW-6/T40 EPA 8260 LAP 11 PASI-G
40139615006 MW-7/T40 EPA 8260 LAP 11 PASI-G
40139615007 TS-1/T40 EPA 8260 LAP 11 PASI-G
40139615008 MW-1/T68 EPA 8260 HNW 63 PASI-G
40139615009 MW-2/T68 EPA 8260 HNW 63 PASI-G
40139615010 MW-4/T68 EPA 8260 HNW 63 PASI-G
40139615011 MW-5/T66 EPA 8260 LAP 63 PASI-G
40139615012 MW-6/T68 EPA 8260 LAP 63 PASI-G
40139615013 MW-1R/T70 EPA 8260 LAP 12 PASI-G
40139615014 MW-2R/T70 EPA 8260 LAP 12 PASI-G
40139615015 MW-3/T70 EPA 8260 LAP 12 PASI-G
40139615016 MW-4/T70 EPA 8260 LAP 12 PASI-G
40139615017 MW-5/T70 EPA 8260 LAP 12 PASI-G
40139615018 MW-6/T70 EPA 8260 LAP 12 PASI-G
40139615019 TRIP BLANK EPA 8260 LAP 63 PASI-G
40139615020 LRS-1 EPA 8021 PMS 9 PASI-G
40139615021 LRS-2 EPA 8021 PMS 9 PASI-G
40139615022 LRS-3 EPA 8021 PMS 9 PASI-G
40139615023 LRS-4 EPA 8021 PMS 9 PASI-G
40139615024 LRS-6 EPA 8021 PMS 9 PASI-G
40139615025 LRS-8 EPA 8021 PMS 9 PASI-G
40139615026 MW-1/FL EPA 8021 PMS 9 PASI-G
40139615027 MW-2/FL EPA 8021 PMS 9 PASI-G
40139615028 MW-3/FL EPA 8021 PMS 9 PASI-G
40139615029 MW-9/FL EPA 8021 PMS 9 PASI-G
40139615030 MW-10/FL EPA 8021 PMS 9 PASI-G
40139615031 MW-11/FL EPA 8021 PMS 9 PASI-G
40139615032 MW-13/FL EPA 8021 PMS 9 PASI-G
40139615033 MW-14/FL EPA 8021 PMS 9 PASI-G

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

34265.003 CALUMET

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40139615001 MW-1/T40

EPA 8260 1,2,4-Trimethylbenzene 221 ug/L 10.0 10/11/16 09:14
EPA 8260 1,3,5-Trimethylbenzene 91.9 ug/L 10.0 10/11/16 09:14
EPA 8260 Benzene 163 ug/L 10.0 10/11/16 09:14
EPA 8260 Ethylbenzene 7.5J ug/L 10.0 10/11/16 09:14
EPA 8260 mé&p-Xylene 970 ug/L 20.0 10/11/16 09:14
EPA 8260 0-Xylene 33.1 ug/L 10.0 10/11/16 09:14
40139615002 MW-2/T40

EPA 8260 1,2,4-Trimethylbenzene 1730 ug/L 50.0 10/11/16 02:07
EPA 8260 1,3,5-Trimethylbenzene 456 ug/L 50.0 10/11/16 02:07
EPA 8260 Benzene 6870 ug/L 50.0 10/11/16 02:07
EPA 8260 Ethylbenzene 899 ug/L 50.0 10/11/16 02:07
EPA 8260 Toluene 4330 ug/L 50.0 10/11/16 02:07
EPA 8260 mé&p-Xylene 6640 ug/L 100 10/11/16 02:07
EPA 8260 0-Xylene 3200 ug/L 50.0 10/11/16 02:07
40139615003 MW-4/T40

EPA 8260 1,2,4-Trimethylbenzene 610 ug/L 20.0 10/11/16 09:36
EPA 8260 1,3,5-Trimethylbenzene 168 ug/L 20.0 10/11/16 09:36
EPA 8260 Benzene 1890 ug/L 20.0 10/11/16 09:36
EPA 8260 mé&p-Xylene 1490 ug/L 40.0 10/11/16 09:36
EPA 8260 0-Xylene 803 ug/L 20.0 10/11/16 09:36
40139615005 MW-6/T40

EPA 8260 Benzene 12.3 ug/L 1.0 10/11/16 08:52
40139615006 MW-7/T40

EPA 8260 1,2,4-Trimethylbenzene 217 ug/L 5.0 10/13/16 01:25
EPA 8260 1,3,5-Trimethylbenzene 63.3 ug/L 5.0 10/13/16 01:25
EPA 8260 Benzene 506 ug/L 5.0 10/13/16 01:25
EPA 8260 Ethylbenzene 71.0 ug/L 5.0 10/13/16 01:25
EPA 8260 Toluene 5.2 ug/L 5.0 10/13/16 01:25
EPA 8260 m&p-Xylene 809 ug/L 10.0 10/13/16 01:25
EPA 8260 0-Xylene 339 ug/L 5.0 10/13/16 01:25
40139615007 TS-1/T40

EPA 8260 1,2,4-Trimethylbenzene 1.9 ug/L 1.0 10/12/16 21:25
EPA 8260 1,3,5-Trimethylbenzene 1.1 ug/L 1.0 10/12/16 21:25
EPA 8260 Benzene 1.6 ug/L 1.0 10/12/16 21:25
40139615009 MW-2/T68

EPA 8260 1,2,4-Trimethylbenzene 2150 ug/L 200 10/14/16 09:42
EPA 8260 1,2-Dichloroethane 1150 ug/L 200 10/14/16 09:42
EPA 8260 1,3,5-Trimethylbenzene 523 ug/L 200 10/14/16 09:42
EPA 8260 Benzene 20900 ug/L 200 10/14/16 09:42
EPA 8260 Ethylbenzene 1350 ug/L 200 10/14/16 09:42
EPA 8260 Isopropylbenzene (Cumene) 45.3] ug/L 200 10/14/16 09:42
EPA 8260 Toluene 20300 ug/L 200 10/14/16 09:42
EPA 8260 m&p-Xylene 10400 ug/L 400 10/14/16 09:42
EPA 8260 n-Propylbenzene 105J ug/L 200 10/14/16 09:42

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

SUMMARY OF DETECTION

34265.003 CALUMET

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40139615009 MW-2/T68

EPA 8260 0-Xylene 4970 ug/L 200 10/14/16 09:42
40139615010 MW-4/T68

EPA 8260 1,2,4-Trimethylbenzene 2.7 ug/L 1.0 10/14/16 15:59
EPA 8260 Benzene 3.3 ug/L 1.0 10/14/16 15:59
EPA 8260 Ethylbenzene 0.83J ug/L 1.0 10/14/16 15:59
EPA 8260 Toluene 0.99J ug/L 1.0 10/14/16 15:59
EPA 8260 m&p-Xylene 2.4 ug/L 2.0 10/14/16 15:59
EPA 8260 0-Xylene 1.7 ug/L 1.0 10/14/16 15:59
40139615011 MW-5/T66

EPA 8260 1,2,4-Trimethylbenzene 2520 ug/L 200 10/14/16 12:01
EPA 8260 1,3,5-Trimethylbenzene 721 ug/L 200 10/14/16 12:01
EPA 8260 Benzene 9090 ug/L 200 10/14/16 12:01
EPA 8260 Ethylbenzene 2700 ug/L 200 10/14/16 12:01
EPA 8260 Isopropylbenzene (Cumene) 65.2J ug/L 200 10/14/16 12:01
EPA 8260 Toluene 15900 ug/L 200 10/14/16 12:01
EPA 8260 m&p-Xylene 12100 ug/L 400 10/14/16 12:01
EPA 8260 n-Propylbenzene 222 ug/L 200 10/14/16 12:01
EPA 8260 0-Xylene 4700 ug/L 200 10/14/16 12:01
40139615012 MW-6/T68

EPA 8260 1,2,4-Trimethylbenzene 3200 ug/L 50.0 10/14/16 11:39
EPA 8260 1,2-Dichloroethane 37.5 ug/L 50.0 10/14/16 11:39
EPA 8260 1,3,5-Trimethylbenzene 865 ug/L 50.0 10/14/16 11:39
EPA 8260 Benzene 5070 ug/L 50.0 10/14/16 11:39
EPA 8260 Ethylbenzene 45.5] ug/L 50.0 10/14/16 11:39
EPA 8260 Naphthalene 334 ug/L 250 10/14/16 11:39
EPA 8260 Toluene 1560 ug/L 50.0 10/14/16 11:39
EPA 8260 mé&p-Xylene 9240 ug/L 100 10/14/16 11:39
EPA 8260 0-Xylene 5080 ug/L 50.0 10/14/16 11:39
40139615013 MW-1R/T70

EPA 8260 1,2,4-Trimethylbenzene 969 ug/L 125 10/12/16 12:45
EPA 8260 1,3,5-Trimethylbenzene 311 ug/L 125 10/12/16 12:45
EPA 8260 Benzene 12400 ug/L 125 10/12/16 12:45
EPA 8260 Ethylbenzene 106J ug/L 125 10/12/16 12:45
EPA 8260 Toluene 8630 ug/L 125 10/12/16 12:45
EPA 8260 m&p-Xylene 5960 ug/L 250 10/12/16 12:45
EPA 8260 0-Xylene 2490 ug/L 125 10/12/16 12:45
40139615014 MW-2R/T70

EPA 8260 1,2,4-Trimethylbenzene 2400 ug/L 250 10/12/16 13:08
EPA 8260 1,3,5-Trimethylbenzene 686 ug/L 250 10/12/16 13:08
EPA 8260 Benzene 19200 ug/L 250 10/12/16 13:08
EPA 8260 Ethylbenzene 1480 ug/L 250 10/12/16 13:08
EPA 8260 Toluene 25700 ug/L 250 10/12/16 13:08
EPA 8260 m&p-Xylene 13100 ug/L 500 10/12/16 13:08
EPA 8260 0-Xylene 5570 ug/L 250 10/12/16 13:08

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

34265.003 CALUMET

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40139615016 MW-4/T70

EPA 8260 1,2,4-Trimethylbenzene 2750 ug/L 100 10/12/16 23:58
EPA 8260 1,3,5-Trimethylbenzene 696 ug/L 100 10/12/16 23:58
EPA 8260 Benzene 10600 ug/L 100 10/12/16 23:58
EPA 8260 Ethylbenzene 1520 ug/L 100 10/12/16 23:58
EPA 8260 Naphthalene 686 ug/L 500 10/12/16 23:58
EPA 8260 Toluene 15700 ug/L 100 10/12/16 23:58
EPA 8260 mé&p-Xylene 12600 ug/L 200 10/12/16 23:58
EPA 8260 0-Xylene 5760 ug/L 100 10/12/16 23:58
40139615017 MW-5/T70

EPA 8260 1,2,4-Trimethylbenzene 121 ug/L 1.0 10/12/16 21:47
EPA 8260 1,3,5-Trimethylbenzene 4.8 ug/L 1.0 10/12/16 21:47
EPA 8260 Benzene 3.4 ug/L 1.0 10/12/16 21:47
EPA 8260 Ethylbenzene 3.2 ug/L 1.0 10/12/16 21:47
EPA 8260 Naphthalene 42.2 ug/L 5.0 10/12/16 21:47
EPA 8260 Toluene 7.5 ug/L 1.0 10/12/16 21:47
EPA 8260 m&p-Xylene 19.2 ug/L 2.0 10/12/16 21:47
EPA 8260 0-Xylene 21.8 ug/L 1.0 10/12/16 21:47
40139615018 MW-6/T70

EPA 8260 1,2,4-Trimethylbenzene 41.7 ug/L 1.0 10/12/16 22:53
EPA 8260 1,3,5-Trimethylbenzene 131 ug/L 1.0 10/12/16 22:53
EPA 8260 Benzene 147 ug/L 1.0 10/12/16 22:53
EPA 8260 Ethylbenzene 8.1 ug/L 1.0 10/12/16 22:53
EPA 8260 Naphthalene 114 ug/L 5.0 10/12/16 22:53
EPA 8260 Toluene 9.1 ug/L 1.0 10/12/16 22:53
EPA 8260 m&p-Xylene 138 ug/L 2.0 10/12/16 22:53
EPA 8260 0-Xylene 73.3 ug/L 1.0 10/12/16 22:53
40139615020 LRS-1

EPA 8021 Benzene 158 ug/L 5.0 10/07/16 14:28
EPA 8021 Ethylbenzene 45.3 ug/L 5.0 10/07/16 14:28
EPA 8021 Toluene 17.4 ug/L 5.0 10/07/16 14:28
EPA 8021 1,2,4-Trimethylbenzene 201 ug/L 5.0 10/07/16 14:28
EPA 8021 1,3,5-Trimethylbenzene 181 ug/L 5.0 10/07/16 14:28 M1
EPA 8021 m&p-Xylene 387 ug/L 10.0 10/07/16 14:28
EPA 8021 0-Xylene 226 ug/L 5.0 10/07/16 14:28
40139615021 LRS-2

EPA 8021 Benzene 442 ug/L 5.0 10/07/16 15:45
EPA 8021 Ethylbenzene 58.9 ug/L 5.0 10/07/16 15:45
EPA 8021 Toluene 2.3] ug/L 5.0 10/07/16 15:45
EPA 8021 1,2,4-Trimethylbenzene 146 ug/L 5.0 10/07/16 15:45
EPA 8021 1,3,5-Trimethylbenzene 73.9 ug/L 5.0 10/07/16 15:45
EPA 8021 mé&p-Xylene 338 ug/L 10.0 10/07/16 15:45
EPA 8021 0-Xylene 204 ug/L 5.0 10/07/16 15:45
40139615022 LRS-3

EPA 8021 Benzene 1030 ug/L 5.0 10/07/16 16:10

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

34265.003 CALUMET

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40139615022 LRS-3

EPA 8021 Ethylbenzene 44.9 ug/L 5.0 10/07/16 16:10
EPA 8021 Toluene 21.6 ug/L 5.0 10/07/16 16:10
EPA 8021 1,2,4-Trimethylbenzene 99.6 ug/L 5.0 10/07/16 16:10
EPA 8021 1,3,5-Trimethylbenzene 84.4 ug/L 5.0 10/07/16 16:10
EPA 8021 mé&p-Xylene 224 ug/L 10.0 10/07/16 16:10
EPA 8021 0-Xylene 244 ug/L 5.0 10/07/16 16:10
40139615023 LRS-4

EPA 8021 Benzene 5820 ug/L 40.0 10/07/16 13:11
EPA 8021 Ethylbenzene 853 ug/L 40.0 10/07/16 13:11
EPA 8021 Toluene 118 ug/L 40.0 10/07/16 13:11
EPA 8021 1,2,4-Trimethylbenzene 709 ug/L 40.0 10/07/16 13:11
EPA 8021 1,3,5-Trimethylbenzene 173 ug/L 40.0 10/07/16 13:11
EPA 8021 mé&p-Xylene 1890 ug/L 80.0 10/07/16 13:11
EPA 8021 0-Xylene 88.2 ug/L 40.0 10/07/16 13:11
40139615024 LRS-6

EPA 8021 Benzene 2250 ug/L 20.0 10/07/16 16:36
EPA 8021 Ethylbenzene 107 ug/L 20.0 10/07/16 16:36
EPA 8021 Toluene 821 ug/L 20.0 10/07/16 16:36
EPA 8021 1,2,4-Trimethylbenzene 621 ug/L 20.0 10/07/16 16:36
EPA 8021 1,3,5-Trimethylbenzene 242 ug/L 20.0 10/07/16 16:36
EPA 8021 m&p-Xylene 1720 ug/L 40.0 10/07/16 16:36
EPA 8021 0-Xylene 854 ug/L 20.0 10/07/16 16:36
40139615025 LRS-8

EPA 8021 Benzene 267 ug/L 4.0 10/07/16 17:01
EPA 8021 Ethylbenzene 154 ug/L 4.0 10/07/16 17:01
EPA 8021 Toluene 4.2 ug/L 4.0 10/07/16 17:01
EPA 8021 1,2,4-Trimethylbenzene 152 ug/L 4.0 10/07/16 17:01
EPA 8021 1,3,5-Trimethylbenzene 30.8 ug/L 4.0 10/07/16 17:01
EPA 8021 m&p-Xylene 342 ug/L 8.0 10/07/16 17:01
EPA 8021 0-Xylene 29.2 ug/L 4.0 10/07/16 17:01
40139615026 MW-1/FL

EPA 8021 Benzene 1310 ug/L 10.0 10/07/16 17:27
EPA 8021 Ethylbenzene 167 ug/L 10.0 10/07/16 17:27
EPA 8021 Toluene 6.0J ug/L 10.0 10/07/16 17:27
EPA 8021 1,2,4-Trimethylbenzene 86.3 ug/L 10.0 10/07/16 17:27
EPA 8021 1,3,5-Trimethylbenzene 57.6 ug/L 10.0 10/07/16 17:27
EPA 8021 m&p-Xylene 19.3J ug/L 20.0 10/07/16 17:27
40139615027 MW-2/FL

EPA 8021 Benzene 253 ug/L 1.0 10/07/16 18:43
EPA 8021 Ethylbenzene 28.4 ug/L 1.0 10/07/16 18:43
EPA 8021 Methyl-tert-butyl ether 1.0 ug/L 1.0 10/07/16 18:43
EPA 8021 Toluene 1.2 ug/L 1.0 10/07/16 18:43
EPA 8021 1,2,4-Trimethylbenzene 1.6 ug/L 1.0 10/07/16 18:43
EPA 8021 1,3,5-Trimethylbenzene 2.7 ug/L 1.0 10/07/16 18:43

REPORT OF LABORATORY ANALYSIS
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Project:

Pace Project No.:

34265.003 CALUMET

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40139615027 MW-2/FL

EPA 8021 m&p-Xylene 10.6 ug/L 2.0 10/07/16 18:43
EPA 8021 0-Xylene 0.55J ug/L 1.0 10/07/16 18:43
40139615028 MW-3/FL

EPA 8021 Benzene 1260 ug/L 20.0 10/07/16 17:52
EPA 8021 Ethylbenzene 577 ug/L 20.0 10/07/16 17:52
EPA 8021 Toluene 90.8 ug/L 20.0 10/07/16 17:52
EPA 8021 1,2,4-Trimethylbenzene 1500 ug/L 20.0 10/07/16 17:52
EPA 8021 1,3,5-Trimethylbenzene 508 ug/L 20.0 10/07/16 17:52
EPA 8021 m&p-Xylene 3400 ug/L 40.0 10/07/16 17:52
EPA 8021 0-Xylene 425 ug/L 20.0 10/07/16 17:52
40139615029 MW-9/FL

EPA 8021 Benzene 212 ug/L 1.0 10/07/16 19:09
EPA 8021 Ethylbenzene 27.7 ug/L 1.0 10/07/16 19:09
EPA 8021 Toluene 3.6 ug/L 1.0 10/07/16 19:09
EPA 8021 1,2,4-Trimethylbenzene 27.3 ug/L 1.0 10/07/16 19:09
EPA 8021 1,3,5-Trimethylbenzene 2.8 ug/L 1.0 10/07/16 19:09
EPA 8021 m&p-Xylene 15.0 ug/L 2.0 10/07/16 19:09
EPA 8021 0-Xylene 4.8 ug/L 1.0 10/07/16 19:09
40139615032 MW-13/FL

EPA 8021 Benzene 738 ug/L 4.0 10/07/16 18:18
EPA 8021 Ethylbenzene 135 ug/L 4.0 10/07/16 18:18
EPA 8021 Toluene 5.2 ug/L 4.0 10/07/16 18:18
EPA 8021 1,2,4-Trimethylbenzene 138 ug/L 4.0 10/07/16 18:18
EPA 8021 m&p-Xylene 11.0 ug/L 8.0 10/07/16 18:18
EPA 8021 0-Xylene 20.7 ug/L 4.0 10/07/16 18:18
40139615033 MW-14/FL

EPA 8021 Benzene 90.0 ug/L 1.0 10/07/16 12:45
EPA 8021 Ethylbenzene 131 ug/L 1.0 10/07/16 12:45
EPA 8021 Toluene 15 ug/L 1.0 10/07/16 12:45
EPA 8021 1,2,4-Trimethylbenzene 38.1 ug/L 1.0 10/07/16 12:45
EPA 8021 1,3,5-Trimethylbenzene 15.4 ug/L 1.0 10/07/16 12:45
EPA 8021 m&p-Xylene 614 ug/L 2.0 10/07/16 12:45
EPA 8021 0-Xylene 13.0 ug/L 1.0 10/07/16 12:45
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

PROJECT NARRATIVE

Project: 34265.003 CALUMET
Pace Project No.: 40139615

Green Bay, WI 54302
(920)469-2436

Method: EPA 8021
Description: 8021 GCV Short List
Client: Gannett Fleming Inc.
Date: October 17, 2016

General Information:
14 samples were analyzed for EPA 8021. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

QC Batch: 237415
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40139615020
M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.

«MS (Lab ID: 1407441)
« 1,3,5-Trimethylbenzene

Additional Comments:
Analyte Comments:
QC Batch: 237415
D3: Sample was diluted due to the presence of high levels of non-target analytes or other matrix interference.

+ LRS-1 (Lab ID: 40139615020)
* 3,a,a-Trifluorotoluene (S)

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

PROJECT NARRATIVE

Project: 34265.003 CALUMET
Pace Project No.: 40139615

Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV

Client: Gannett Fleming Inc.
Date: October 17, 2016

General Information:
6 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

QC Batch: 237506
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40139484001

M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
+ MSD (Lab ID: 1409837)
 Styrene

R1: RPD value was outside control limits.
« MSD (Lab ID: 1409837)
 Styrene
QC Batch: 237560
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40139746014

R1: RPD value was outside control limits.

« MSD (Lab ID: 1408145)
« 1,1-Dichloroethane

Additional Comments:

REPORT OF LABORATORY ANALYSIS
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PROJECT NARRATIVE

Project: 34265.003 CALUMET
Pace Project No.: 40139615

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV UST
Client: Gannett Fleming Inc.
Date: October 17, 2016

General Information:

13 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the

chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

QC Batch: 237494
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40139530042

M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
+ MSD (Lab ID: 1408609)
» Methyl-tert-butyl ether

Additional Comments:

This data package has been reviewed for quality and completeness and is approved for release.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34265.003 CALUMET
Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-1/T68

Lab ID: 40139615008

Collected: 10/05/16 14:15 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/14/16 10:26
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/14/16 10:26
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/14/16 10:26
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/14/16 10:26
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/14/16 10:26
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/14/16 10:26
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/14/16 10:26
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/14/16 10:26
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/14/16 10:26
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/14/16 10:26
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/14/16 10:26
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/14/16 10:26
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/14/16 10:26
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/14/16 10:26
Benzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/14/16 10:26
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/14/16 10:26
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Bromoform <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Bromomethane <2.4 ug/L 5.0 2.4 1 10/14/16 10:26
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Chloroethane <0.37 ug/L 1.0 0.37 1 10/14/16 10:26
Chloroform <2.5 ug/L 5.0 25 1 10/14/16 10:26
Chloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/14/16 10:26
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/14/16 10:26
Ethylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/14/16 10:26
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/14/16 10:26
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/14/16 10:26 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/14/16 10:26
Naphthalene <2.5 ug/L 5.0 25 1 10/14/16 10:26
Styrene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26
Toluene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26

Date: 10/17/2016 03:23 PM
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-1/T68

Lab ID: 40139615008

Collected: 10/05/16 14:15 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/14/16 10:26 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/14/16 10:26 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/14/16 10:26 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/14/16 10:26 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 10/14/16 10:26 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/14/16 10:26 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/14/16 10:26 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/14/16 10:26 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/14/16 10:26 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/14/16 10:26 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 97 % 70-130 1 10/14/16 10:26 460-00-4
Dibromofluoromethane (S) 105 % 70-130 1 10/14/16 10:26 1868-53-7
Toluene-d8 (S) 104 % 70-130 1 10/14/16 10:26 2037-26-5

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
Sample: MW-2/T68 Lab ID: 40139615009 Collected: 10/05/16 14:30 Received: 10/06/16 09:10 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 10/14/16 09:42 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 10/14/16 09:42 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 10/14/16 09:42 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 10/14/16 09:42 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 10/14/16 09:42 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 10/14/16 09:42 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 10/14/16 09:42 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 10/14/16 09:42 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 10/14/16 09:42 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 10/14/16 09:42 120-82-1
1,2,4-Trimethylbenzene 2150 ug/L 200 100 200 10/14/16 09:42 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 10/14/16 09:42 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 10/14/16 09:42 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 09:42 95-50-1
1,2-Dichloroethane 1150 ug/L 200 33.6 200 10/14/16 09:42 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 10/14/16 09:42 78-87-5
1,3,5-Trimethylbenzene 523 ug/L 200 100 200 10/14/16 09:42 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 09:42 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 10/14/16 09:42 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 09:42 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 10/14/16 09:42 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 10/14/16 09:42 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 10/14/16 09:42 106-43-4
Benzene 20900 ug/L 200 100 200 10/14/16 09:42 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 10/14/16 09:42 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 10/14/16 09:42 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 10/14/16 09:42 75-27-4
Bromoform <100 ug/L 200 100 200 10/14/16 09:42 75-25-2
Bromomethane <487 ug/L 1000 487 200 10/14/16 09:42 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 10/14/16 09:42 56-23-5
Chlorobenzene <100 ug/L 200 100 200 10/14/16 09:42 108-90-7
Chloroethane <74.9 ug/L 200 749 200 10/14/16 09:42 75-00-3
Chloroform <500 ug/L 1000 500 200 10/14/16 09:42 67-66-3
Chloromethane <100 ug/L 200 100 200 10/14/16 09:42 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 10/14/16 09:42 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 10/14/16 09:42 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 10/14/16 09:42 75-71-8
Ethylbenzene 1350 ug/L 200 100 200 10/14/16 09:42 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 10/14/16 09:42 87-68-3
Isopropylbenzene (Cumene) 45.3] ug/L 200 28.7 200 10/14/16 09:42 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 10/14/16 09:42 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 10/14/16 09:42 75-09-2
Naphthalene <500 ug/L 1000 500 200 10/14/16 09:42 91-20-3
Styrene <100 ug/L 200 100 200 10/14/16 09:42 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 10/14/16 09:42 127-18-4
Toluene 20300 ug/L 200 100 200 10/14/16 09:42 108-88-3

Date: 10/17/2016 03:23 PM
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-2/T68

Lab ID: 40139615009

Collected: 10/05/16 14:30 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 10/14/16 09:42 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 10/14/16 09:42 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 10/14/16 09:42 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 10/14/16 09:42 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 10/14/16 09:42 10061-01-5
mé&p-Xylene 10400 ug/L 400 200 200 10/14/16 09:42 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 10/14/16 09:42 104-51-8
n-Propylbenzene 105J ug/L 200 100 200 10/14/16 09:42 103-65-1
o-Xylene 4970 ug/L 200 100 200 10/14/16 09:42 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 10/14/16 09:42 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 10/14/16 09:42 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 10/14/16 09:42 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 10/14/16 09:42 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 10/14/16 09:42 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 97 % 70-130 200 10/14/16 09:42 460-00-4
Dibromofluoromethane (S) 104 % 70-130 200 10/14/16 09:42 1868-53-7
Toluene-d8 (S) 99 % 70-130 200 10/14/16 09:42 2037-26-5

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34265.003 CALUMET
Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-4/T68

Lab ID: 40139615010

Collected: 10/05/16 14:40 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/14/16 15:59
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/14/16 15:59
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/14/16 15:59
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/14/16 15:59
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/14/16 15:59
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/14/16 15:59
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/14/16 15:59
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/14/16 15:59
1,2,4-Trimethylbenzene 2.7 ug/L 1.0 0.50 1 10/14/16 15:59
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/14/16 15:59
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/14/16 15:59
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/14/16 15:59
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/14/16 15:59
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/14/16 15:59
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/14/16 15:59
Benzene 3.3 ug/L 1.0 0.50 1 10/14/16 15:59
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/14/16 15:59
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/14/16 15:59
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Bromoform <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Bromomethane <2.4 ug/L 5.0 2.4 1 10/14/16 15:59
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Chloroethane <0.37 ug/L 1.0 0.37 1 10/14/16 15:59
Chloroform <2.5 ug/L 5.0 25 1 10/14/16 15:59
Chloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/14/16 15:59
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/14/16 15:59
Ethylbenzene 0.83J ug/L 1.0 0.50 1 10/14/16 15:59
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/14/16 15:59
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/14/16 15:59
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/14/16 15:59 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/14/16 15:59
Naphthalene <2.5 ug/L 5.0 25 1 10/14/16 15:59
Styrene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59
Toluene 0.99J ug/L 1.0 0.50 1 10/14/16 15:59

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-4/T68

Lab ID: 40139615010

Collected: 10/05/16 14:40 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/14/16 15:59 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/14/16 15:59 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/14/16 15:59 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/14/16 15:59 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59 10061-01-5
mé&p-Xylene 24 ug/L 2.0 1.0 1 10/14/16 15:59 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59 103-65-1
o-Xylene 1.7 ug/L 1.0 0.50 1 10/14/16 15:59 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/14/16 15:59 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/14/16 15:59 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/14/16 15:59 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/14/16 15:59 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/14/16 15:59 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 96 % 70-130 1 10/14/16 15:59 460-00-4
Dibromofluoromethane (S) 106 % 70-130 1 10/14/16 15:59 1868-53-7
Toluene-d8 (S) 99 % 70-130 1 10/14/16 15:59 2037-26-5

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
Sample: MW-5/T66 Lab ID: 40139615011 Collected: 10/05/16 14:50 Received: 10/06/16 09:10 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 10/14/16 12:01 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 10/14/16 12:01 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 10/14/16 12:01 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 10/14/16 12:01 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 10/14/16 12:01 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 10/14/16 12:01 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 10/14/16 12:01 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 10/14/16 12:01 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 10/14/16 12:01 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 10/14/16 12:01 120-82-1
1,2,4-Trimethylbenzene 2520 ug/L 200 100 200 10/14/16 12:01 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 10/14/16 12:01 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 10/14/16 12:01 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 12:01 95-50-1
1,2-Dichloroethane <33.6 ug/L 200 33.6 200 10/14/16 12:01 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 10/14/16 12:01 78-87-5
1,3,5-Trimethylbenzene 721 ug/L 200 100 200 10/14/16 12:01 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 12:01 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 10/14/16 12:01 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 10/14/16 12:01 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 10/14/16 12:01 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 10/14/16 12:01 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 10/14/16 12:01 106-43-4
Benzene 9090 ug/L 200 100 200 10/14/16 12:01 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 10/14/16 12:01 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 10/14/16 12:01 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 10/14/16 12:01 75-27-4
Bromoform <100 ug/L 200 100 200 10/14/16 12:01 75-25-2
Bromomethane <487 ug/L 1000 487 200 10/14/16 12:01 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 10/14/16 12:01 56-23-5
Chlorobenzene <100 ug/L 200 100 200 10/14/16 12:01 108-90-7
Chloroethane <74.9 ug/L 200 749 200 10/14/16 12:01 75-00-3
Chloroform <500 ug/L 1000 500 200 10/14/16 12:01 67-66-3
Chloromethane <100 ug/L 200 100 200 10/14/16 12:01 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 10/14/16 12:01 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 10/14/16 12:01 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 10/14/16 12:01 75-71-8
Ethylbenzene 2700 ug/L 200 100 200 10/14/16 12:01 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 10/14/16 12:01 87-68-3
Isopropylbenzene (Cumene) 65.2J3 ug/L 200 28.7 200 10/14/16 12:01 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 10/14/16 12:01 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 10/14/16 12:01 75-09-2
Naphthalene <500 ug/L 1000 500 200 10/14/16 12:01 91-20-3
Styrene <100 ug/L 200 100 200 10/14/16 12:01 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 10/14/16 12:01 127-18-4
Toluene 15900 ug/L 200 100 200 10/14/16 12:01 108-88-3

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T66

Lab ID: 40139615011

Collected: 10/05/16 14:50 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 10/14/16 12:01 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 10/14/16 12:01 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 10/14/16 12:01 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 10/14/16 12:01 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 10/14/16 12:01 10061-01-5
mé&p-Xylene 12100 ug/L 400 200 200 10/14/16 12:01 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 10/14/16 12:01 104-51-8
n-Propylbenzene 222 ug/L 200 100 200 10/14/16 12:01 103-65-1
o-Xylene 4700 ug/L 200 100 200 10/14/16 12:01 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 10/14/16 12:01 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 10/14/16 12:01 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 10/14/16 12:01 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 10/14/16 12:01 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 10/14/16 12:01 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 93 % 70-130 200 10/14/16 12:01 460-00-4
Dibromofluoromethane (S) 91 % 70-130 200 10/14/16 12:01 1868-53-7
Toluene-d8 (S) 109 % 70-130 200 10/14/16 12:01 2037-26-5

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
Sample: MW-6/T68 Lab ID: 40139615012 Collected: 10/05/16 14:45 Received: 10/06/16 09:10 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <9.0 ug/L 50.0 9.0 50 10/14/16 11:39 630-20-6
1,1,1-Trichloroethane <25.0 ug/L 50.0 250 50 10/14/16 11:39 71-55-6
1,1,2,2-Tetrachloroethane <125 ug/L 50.0 125 50 10/14/16 11:39 79-34-5
1,1,2-Trichloroethane <9.9 ug/L 50.0 9.9 50 10/14/16 11:39 79-00-5
1,1-Dichloroethane <12.1 ug/L 50.0 121 50 10/14/16 11:39 75-34-3
1,1-Dichloroethene <20.5 ug/L 50.0 205 50 10/14/16 11:39 75-35-4
1,1-Dichloropropene <22.1 ug/L 50.0 22.1 50 10/14/16 11:39 563-58-6
1,2,3-Trichlorobenzene <107 ug/L 250 107 50 10/14/16 11:39 87-61-6
1,2,3-Trichloropropane <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 96-18-4
1,2,4-Trichlorobenzene <110 ug/L 250 110 50 10/14/16 11:39 120-82-1
1,2,4-Trimethylbenzene 3200 ug/L 50.0 25.0 50 10/14/16 11:39 95-63-6
1,2-Dibromo-3-chloropropane <108 ug/L 250 108 50 10/14/16 11:39 96-12-8
1,2-Dibromoethane (EDB) <8.9 ug/L 50.0 8.9 50 10/14/16 11:39 106-93-4
1,2-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 95-50-1
1,2-Dichloroethane 37.5 ug/L 50.0 84 50 10/14/16 11:39 107-06-2
1,2-Dichloropropane <11.7 ug/L 50.0 11.7 50 10/14/16 11:39 78-87-5
1,3,5-Trimethylbenzene 865 ug/L 50.0 25.0 50 10/14/16 11:39 108-67-8
1,3-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 541-73-1
1,3-Dichloropropane <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 142-28-9
1,4-Dichlorobenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 106-46-7
2,2-Dichloropropane <24.2 ug/L 50.0 24.2 50 10/14/16 11:39 594-20-7
2-Chlorotoluene <25.0 ug/L 50.0 250 50 10/14/16 11:39 95-49-8
4-Chlorotoluene <10.7 ug/L 50.0 10.7 50 10/14/16 11:39 106-43-4
Benzene 5070 ug/L 50.0 250 50 10/14/16 11:39 71-43-2
Bromobenzene <11.5 ug/L 50.0 115 50 10/14/16 11:39 108-86-1
Bromochloromethane <17.0 ug/L 50.0 17.0 50 10/14/16 11:39 74-97-5
Bromodichloromethane <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 75-27-4
Bromoform <25.0 ug/L 50.0 250 50 10/14/16 11:39 75-25-2
Bromomethane <122 ug/L 250 122 50 10/14/16 11:39 74-83-9
Carbon tetrachloride <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 56-23-5
Chlorobenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 108-90-7
Chloroethane <18.7 ug/L 50.0 18.7 50 10/14/16 11:39 75-00-3
Chloroform <125 ug/L 250 125 50 10/14/16 11:39 67-66-3
Chloromethane <25.0 ug/L 50.0 250 50 10/14/16 11:39 74-87-3
Dibromochloromethane <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 124-48-1
Dibromomethane <21.3 ug/L 50.0 21.3 50 10/14/16 11:39 74-95-3
Dichlorodifluoromethane <11.2 ug/L 50.0 11.2 50 10/14/16 11:39 75-71-8
Ethylbenzene 45.5] ug/L 50.0 250 50 10/14/16 11:39 100-41-4
Hexachloro-1,3-butadiene <105 ug/L 250 105 50 10/14/16 11:39 87-68-3
Isopropylbenzene (Cumene) <7.2 ug/L 50.0 7.2 50 10/14/16 11:39 98-82-8
Methyl-tert-butyl ether <8.7 ug/L 50.0 8.7 50 10/14/16 11:39 1634-04-4
Methylene Chloride <11.6 ug/L 50.0 116 50 10/14/16 11:39 75-09-2
Naphthalene 334 ug/L 250 125 50 10/14/16 11:39 91-20-3
Styrene <25.0 ug/L 50.0 250 50 10/14/16 11:39 100-42-5
Tetrachloroethene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 127-18-4
Toluene 1560 ug/L 50.0 250 50 10/14/16 11:39 108-88-3

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-6/T68

Lab ID: 40139615012

Collected: 10/05/16 14:45 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <16.5 ug/L 50.0 16.5 50 10/14/16 11:39 79-01-6
Trichlorofluoromethane <9.2 ug/L 50.0 9.2 50 10/14/16 11:39 75-69-4
Vinyl chloride <8.8 ug/L 50.0 8.8 50 10/14/16 11:39 75-01-4
cis-1,2-Dichloroethene <12.8 ug/L 50.0 12.8 50 10/14/16 11:39 156-59-2
cis-1,3-Dichloropropene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 10061-01-5
mé&p-Xylene 9240 ug/L 100 50.0 50 10/14/16 11:39 179601-23-1
n-Butylbenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 104-51-8
n-Propylbenzene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 103-65-1
o-Xylene 5080 ug/L 50.0 250 50 10/14/16 11:39 95-47-6
p-lsopropyltoluene <25.0 ug/L 50.0 25.0 50 10/14/16 11:39 99-87-6
sec-Butylbenzene <109 ug/L 250 109 50 10/14/16 11:39 135-98-8
tert-Butylbenzene <9.0 ug/L 50.0 9.0 50 10/14/16 11:39 98-06-6
trans-1,2-Dichloroethene <12.8 ug/L 50.0 12.8 50 10/14/16 11:39 156-60-5
trans-1,3-Dichloropropene <11.5 ug/L 50.0 115 50 10/14/16 11:39 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 91 % 70-130 50 10/14/16 11:39 460-00-4
Dibromofluoromethane (S) 95 % 70-130 50 10/14/16 11:39 1868-53-7
Toluene-d8 (S) 96 % 70-130 50 10/14/16 11:39 2037-26-5

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34265.003 CALUMET
Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: TRIP BLANK

Lab ID: 40139615019

Collected: 10/05/16 00:00 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/13/16 16:01
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/13/16 16:01
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/13/16 16:01
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/13/16 16:01
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/13/16 16:01
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/13/16 16:01
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/13/16 16:01
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/13/16 16:01
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/13/16 16:01
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/13/16 16:01
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/13/16 16:01
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/13/16 16:01
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/13/16 16:01
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/13/16 16:01
Benzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/13/16 16:01
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/13/16 16:01
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Bromoform <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Bromomethane <2.4 ug/L 5.0 2.4 1 10/13/16 16:01
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Chloroethane <0.37 ug/L 1.0 0.37 1 10/13/16 16:01
Chloroform <2.5 ug/L 5.0 25 1 10/13/16 16:01
Chloromethane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/13/16 16:01
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/13/16 16:01
Ethylbenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/13/16 16:01
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/13/16 16:01
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/13/16 16:01 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/13/16 16:01
Naphthalene <2.5 ug/L 5.0 25 1 10/13/16 16:01
Styrene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
Toluene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01
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Project: 34265.003 CALUMET

Pace Project No.: 40139615

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: TRIP BLANK

Lab ID: 40139615019

Collected: 10/05/16 00:00 Received: 10/06/16 09:10 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/13/16 16:01 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/13/16 16:01 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/13/16 16:01 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/13/16 16:01 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 10/13/16 16:01 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/13/16 16:01 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/13/16 16:01 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/13/16 16:01 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/13/16 16:01 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/13/16 16:01 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 86 % 70-130 1 10/13/16 16:01 460-00-4
Dibromofluoromethane (S) 93 % 70-130 1 10/13/16 16:01 1868-53-7
Toluene-d8 (S) 89 % 70-130 1 10/13/16 16:01 2037-26-5
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET

Pace Project No.: 40139615

QC Batch: 237415 Analysis Method: EPA 8021

QC Batch Method:  EPA 8021 Analysis Description: 8021 GCV BTEX

Associated Lab Samples:

40139615020, 40139615021, 40139615022, 40139615023, 40139615024, 40139615025, 40139615026,

40139615027, 40139615028, 40139615029, 40139615030, 40139615031, 40139615032, 40139615033

METHOD BLANK:
Associated Lab Samples:

1407029

Matrix: Water

40139615020, 40139615021, 40139615022, 40139615023, 40139615024, 40139615025, 40139615026,

40139615027, 40139615028, 40139615029, 40139615030, 40139615031, 40139615032, 40139615033

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.42 1.0 10/07/16 08:04
1,3,5-Trimethylbenzene ug/L <0.42 1.0 10/07/16 08:04
Benzene ug/L <0.40 1.0 10/07/16 08:04
Ethylbenzene ug/L <0.39 1.0 10/07/16 08:04
mé&p-Xylene ug/L <0.80 2.0 10/07/16 08:04
Methyl-tert-butyl ether ug/L <0.48 1.0 10/07/16 08:04
0-Xylene ug/L <0.45 1.0 10/07/16 08:04
Toluene ug/L <0.39 1.0 10/07/16 08:04
a,a,a-Trifluorotoluene (S) % 103 80-120 10/07/16 08:04
LABORATORY CONTROL SAMPLE & LCSD: 1407030 1407031
Spike LCS LCSD LCS LCSD % Rec Max
Parameter Units Conc. Result Result % Rec % Rec Limits RPD RPD Qualifiers
1,2,4-Trimethylbenzene ug/L 20 20.9 19.9 104 99  80-120 5 20
1,3,5-Trimethylbenzene ug/L 20 19.8 18.8 99 94  80-120 5 20
Benzene ug/L 20 20.7 19.6 104 98  80-120 6 20
Ethylbenzene ug/L 20 19.9 18.8 100 94  80-120 6 20
mé&p-Xylene ug/L 40 39.3 37.2 98 93  80-120 6 20
Methyl-tert-butyl ether ug/L 20 20.9 20.3 104 101  80-120 3 20
0-Xylene ug/L 20 20.2 19.2 101 96  80-120 5 20
Toluene ug/L 20 20.4 19.2 102 96  80-120 6 20
a,a,a-Trifluorotoluene (S) % 102 102 80-120
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1407441 1407442
MS MSD
40139615020 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,2,4-Trimethylbenzene ug/L 201 100 100 348 332 148 131  48-177 5 20
1,3,5-Trimethylbenzene ug/L 181 100 100 328 311 147 130 73-145 5 20 M1
Benzene ug/L 158 100 100 261 244 104 86 74-139 7 20
Ethylbenzene ug/L 45.3 100 100 148 129 102 83 74-140 14 20
m&p-Xylene ug/L 387 200 200 623 583 118 98 55-165 7 20
Methyl-tert-butyl ether ug/L <24 100 100 98.4 81.6 98 82 80-120 19 20
o-Xylene ug/L 226 100 100 346 326 121 101 73-136 6 20
Toluene ug/L 17.4 100 100 120 100 103 83 80-128 18 20
a,a,a-Trifluorotoluene (S) % 105 106 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
QC Batch: 237506 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV
Associated Lab Samples: 40139615019
METHOD BLANK: 1407486 Matrix: Water
Associated Lab Samples: 40139615019
Blank Reporting

Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/13/16 07:15
1,1,1-Trichloroethane ug/L <0.50 1.0 10/13/16 07:15
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/13/16 07:15
1,1,2-Trichloroethane ug/L <0.20 1.0 10/13/16 07:15
1,1-Dichloroethane ug/L <0.24 1.0 10/13/16 07:15
1,1-Dichloroethene ug/L <0.41 1.0 10/13/16 07:15
1,1-Dichloropropene ug/L <0.44 1.0 10/13/16 07:15
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/13/16 07:15
1,2,3-Trichloropropane ug/L <0.50 1.0 10/13/16 07:15
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/13/16 07:15
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/13/16 07:15
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/13/16 07:15
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/13/16 07:15
1,2-Dichlorobenzene ug/L <0.50 1.0 10/13/16 07:15
1,2-Dichloroethane ug/L <0.17 1.0 10/13/16 07:15
1,2-Dichloropropane ug/L <0.23 1.0 10/13/16 07:15
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/13/16 07:15
1,3-Dichlorobenzene ug/L <0.50 1.0 10/13/16 07:15
1,3-Dichloropropane ug/L <0.50 1.0 10/13/16 07:15
1,4-Dichlorobenzene ug/L <0.50 1.0 10/13/16 07:15
2,2-Dichloropropane ug/L <0.48 1.0 10/13/16 07:15
2-Chlorotoluene ug/L <0.50 1.0 10/13/16 07:15
4-Chlorotoluene ug/L <0.21 1.0 10/13/16 07:15
Benzene ug/L <0.50 1.0 10/13/16 07:15
Bromobenzene ug/L <0.23 1.0 10/13/16 07:15
Bromochloromethane ug/L <0.34 1.0 10/13/16 07:15
Bromodichloromethane ug/L <0.50 1.0 10/13/16 07:15
Bromoform ug/L <0.50 1.0 10/13/16 07:15
Bromomethane ug/L <2.4 5.0 10/13/16 07:15
Carbon tetrachloride ug/L <0.50 1.0 10/13/16 07:15
Chlorobenzene ug/L <0.50 1.0 10/13/16 07:15
Chloroethane ug/L <0.37 1.0 10/13/16 07:15
Chloroform ug/L <2.5 5.0 10/13/16 07:15
Chloromethane ug/L <0.50 1.0 10/13/16 07:15
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/13/16 07:15
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/13/16 07:15
Dibromochloromethane ug/L <0.50 1.0 10/13/16 07:15
Dibromomethane ug/L <0.43 1.0 10/13/16 07:15
Dichlorodifluoromethane ug/L <0.22 1.0 10/13/16 07:15
Ethylbenzene ug/L <0.50 1.0 10/13/16 07:15
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/13/16 07:15

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
METHOD BLANK: 1407486 Matrix: Water
Associated Lab Samples: 40139615019
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/13/16 07:15
mé&p-Xylene ug/L <1.0 2.0 10/13/16 07:15
Methyl-tert-butyl ether ug/L <0.17 1.0 10/13/16 07:15
Methylene Chloride ug/L <0.23 1.0 10/13/16 07:15
n-Butylbenzene ug/L <0.50 1.0 10/13/16 07:15
n-Propylbenzene ug/L <0.50 1.0 10/13/16 07:15
Naphthalene ug/L <2.5 5.0 10/13/16 07:15
0-Xylene ug/L <0.50 1.0 10/13/16 07:15
p-lsopropyltoluene ug/L <0.50 1.0 10/13/16 07:15
sec-Butylbenzene ug/L <2.2 5.0 10/13/16 07:15
Styrene ug/L <0.50 1.0 10/13/16 07:15
tert-Butylbenzene ug/L <0.18 1.0 10/13/16 07:15
Tetrachloroethene ug/L <0.50 1.0 10/13/16 07:15
Toluene ug/L <0.50 1.0 10/13/16 07:15
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/13/16 07:15
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/13/16 07:15
Trichloroethene ug/L <0.33 1.0 10/13/16 07:15
Trichlorofluoromethane ug/L <0.18 1.0 10/13/16 07:15
Vinyl chloride ug/L <0.18 1.0 10/13/16 07:15
4-Bromofluorobenzene (S) % 93 70-130 10/13/16 07:15
Dibromofluoromethane (S) % 94 70-130 10/13/16 07:15
Toluene-d8 (S) % 94 70-130 10/13/16 07:15
LABORATORY CONTROL SAMPLE: 1407487
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
1,1,1-Trichloroethane ug/L 50 48.6 97 70-131
1,1,2,2-Tetrachloroethane ug/L 50 50.2 100 67-130
1,1,2-Trichloroethane ug/L 50 52.3 105 70-130
1,1-Dichloroethane ug/L 50 49.8 100 70-133
1,1-Dichloroethene ug/L 50 46.1 92 70-130
1,2,4-Trichlorobenzene ug/L 50 46.1 92 70-130
1,2-Dibromo-3-chloropropane ug/L 50 53.4 107 50-150
1,2-Dibromoethane (EDB) ug/L 50 52.5 105 70-130
1,2-Dichlorobenzene ug/L 50 48.5 97 70-130
1,2-Dichloroethane ug/L 50 51.7 103 70-130
1,2-Dichloropropane ug/L 50 50.0 100 70-130
1,3-Dichlorobenzene ug/L 50 48.2 96 70-130
1,4-Dichlorobenzene ug/L 50 47.6 95 70-130
Benzene ug/L 50 50.0 100 60-135
Bromodichloromethane ug/L 50 49.3 99 70-130
Bromoform ug/L 50 55.3 111 70-130
Bromomethane ug/L 50 44.4 89 33-130
Carbon tetrachloride ug/L 50 50.7 101 70-138

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
LABORATORY CONTROL SAMPLE: 1407487
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 50.0 100 70-130
Chloroethane ug/L 50 52.3 105 51-130
Chloroform ug/L 50 50.3 101 70-130
Chloromethane ug/L 50 45.0 90 25-132
cis-1,2-Dichloroethene ug/L 50 45.2 90 69-130
cis-1,3-Dichloropropene ug/L 50 48.1 96 70-130
Dibromochloromethane ug/L 50 50.1 100 70-130
Dichlorodifluoromethane ug/L 50 43.5 87 23-130
Ethylbenzene ug/L 50 49.8 100 70-136
Isopropylbenzene (Cumene) ug/L 50 50.7 101 70-140
mé&p-Xylene ug/L 100 103 103 70-138
Methyl-tert-butyl ether ug/L 50 53.8 108 66-138
Methylene Chloride ug/L 50 49.1 98 70-130
0-Xylene ug/L 50 49.8 100 70-134
Styrene ug/L 50 51.6 103 70-133
Tetrachloroethene ug/L 50 50.2 100 70-138
Toluene ug/L 50 50.9 102 70-130
trans-1,2-Dichloroethene ug/L 50 46.2 92 70-131
trans-1,3-Dichloropropene ug/L 50 49.4 99 69-130
Trichloroethene ug/L 50 50.0 100 70-130
Trichlorofluoromethane ug/L 50 53.4 107 50-150
Vinyl chloride ug/L 50 54.8 110 49-130
4-Bromofluorobenzene (S) % 93 70-130
Dibromofluoromethane (S) % 96 70-130
Toluene-d8 (S) % 95 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409836 1409837
MS MSD
40139484001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <0.50 50 50 49.4 49.2 929 98 70-134 0 20
1,1,2,2-Tetrachloroethane ug/L <0.25 50 50 52.4 53.9 105 108 67-130 3 20
1,1,2-Trichloroethane ug/L <0.20 50 50 52.4 52.5 105 105 70-130 0 20
1,1-Dichloroethane ug/L <0.24 50 50 50.0 49.5 100 99 70-134 1 20
1,1-Dichloroethene ug/L <0.41 50 50 46.1 45.2 92 90 68-136 2 20
1,2,4-Trichlorobenzene ug/L <2.2 50 50 48.5 49.6 96 98 62-139 2 20
1,2-Dibromo-3- ug/L <2.2 50 50 53.6 53.2 107 106 50-150 1 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <0.18 50 50 53.0 54.3 106 109 70-130 2 20
1,2-Dichlorobenzene ug/L <0.50 50 50 49.3 50.2 99 100 70-130 2 20
1,2-Dichloroethane ug/L <0.17 50 50 52.0 52.1 104 104 70-130 0 20
1,2-Dichloropropane ug/L <0.23 50 50 51.8 51.9 104 104 70-130 0 20
1,3-Dichlorobenzene ug/L <0.50 50 50 49.8 49.6 100 99 70-131 0 20
1,4-Dichlorobenzene ug/L <0.50 50 50 49.0 49.8 98 100 70-130 2 20
Benzene ug/L <0.50 50 50 49.9 50.7 100 101 57-138 2 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409836 1409837
MS MSD
40139484001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <0.50 50 50 51.1 49.7 102 99 70-130 3 20
Bromoform ug/L <0.50 50 50 54.9 54.1 110 108 70-130 2 20
Bromomethane ug/L <2.4 50 50 49.5 55.0 99 110 33-130 1 27
Carbon tetrachloride ug/L <0.50 50 50 51.5 50.8 103 102 70-138 1 20
Chlorobenzene ug/L <0.50 50 50 49.3 50.4 99 101 70-130 2 20
Chloroethane ug/L <0.37 50 50 52.7 52.6 105 105 51-130 0 20
Chloroform ug/L <25 50 50 49.9 49.9 100 100 70-130 0 20
Chloromethane ug/L <0.50 50 50 44.4 46.7 89 93 25-132 5 20
cis-1,2-Dichloroethene ug/L <0.26 50 50 48.1 46.2 96 92 61-140 4 20
cis-1,3-Dichloropropene ug/L <0.50 50 50 49.8 48.2 100 96 70-130 3 20
Dibromochloromethane ug/L <0.50 50 50 50.8 50.9 102 102  70-130 0 20
Dichlorodifluoromethane ug/L <0.22 50 50 42.3 42.7 85 85 23-130 1 20
Ethylbenzene ug/L <0.50 50 50 48.0 46.5 96 93 70-138 3 20
Isopropylbenzene (Cumene) ug/L <0.14 50 50 49.5 47.9 929 96 70-152 3 20
mé&p-Xylene ug/L <1.0 100 100 91.0 84.0 91 84 70-140 8 20
Methyl-tert-butyl ether ug/L <0.17 50 50 54.4 54.9 109 110 66-139 1 20
Methylene Chloride ug/L <0.23 50 50 50.1 50.1 100 100 70-130 0 20
o-Xylene ug/L <0.50 50 50 44.3 42.8 89 86 70-134 3 20
Styrene ug/L <0.50 50 50 37.0 29.7 74 59 70-138 22 20 M1,R1
Tetrachloroethene ug/L <0.50 50 50 48.6 49.6 97 99 70-148 2 20
Toluene ug/L <0.50 50 50 48.5 49.7 97 99 70-130 2 20
trans-1,2-Dichloroethene ug/L <0.26 50 50 47.9 47.0 96 94 70-133 2 20
trans-1,3-Dichloropropene ug/L <0.23 50 50 49.2 47.8 98 96 69-130 3 20
Trichloroethene ug/L <0.33 50 50 50.3 50.7 101 101 70-131 1 20
Trichlorofluoromethane ug/L <0.18 50 50 51.9 51.9 104 104 50-150 0 20
Vinyl chloride ug/L <0.18 50 50 53.5 53.7 107 107 49-133 0 20
4-Bromofluorobenzene (S) % 92 89 70-130
Dibromofluoromethane (S) % 96 94  70-130
Toluene-d8 (S) % 94 91 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
QC Batch: 237560 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV
Associated Lab Samples: 40139615008, 40139615009, 40139615010
METHOD BLANK: 1408142 Matrix: Water
Associated Lab Samples: 40139615008, 40139615009, 40139615010
Blank Reporting

Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/14/16 07:09
1,1,1-Trichloroethane ug/L <0.50 1.0 10/14/16 07:09
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/14/16 07:09
1,1,2-Trichloroethane ug/L <0.20 1.0 10/14/16 07:09
1,1-Dichloroethane ug/L <0.24 1.0 10/14/16 07:09
1,1-Dichloroethene ug/L <0.41 1.0 10/14/16 07:09
1,1-Dichloropropene ug/L <0.44 1.0 10/14/16 07:09
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/14/16 07:09
1,2,3-Trichloropropane ug/L <0.50 1.0 10/14/16 07:09
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/14/16 07:09
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/14/16 07:09
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/14/16 07:09
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/14/16 07:09
1,2-Dichlorobenzene ug/L <0.50 1.0 10/14/16 07:09
1,2-Dichloroethane ug/L <0.17 1.0 10/14/16 07:09
1,2-Dichloropropane ug/L <0.23 1.0 10/14/16 07:09
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/14/16 07:09
1,3-Dichlorobenzene ug/L <0.50 1.0 10/14/16 07:09
1,3-Dichloropropane ug/L <0.50 1.0 10/14/16 07:09
1,4-Dichlorobenzene ug/L <0.50 1.0 10/14/16 07:09
2,2-Dichloropropane ug/L <0.48 1.0 10/14/16 07:09
2-Chlorotoluene ug/L <0.50 1.0 10/14/16 07:09
4-Chlorotoluene ug/L <0.21 1.0 10/14/16 07:09
Benzene ug/L <0.50 1.0 10/14/16 07:09
Bromobenzene ug/L <0.23 1.0 10/14/16 07:09
Bromochloromethane ug/L <0.34 1.0 10/14/16 07:09
Bromodichloromethane ug/L <0.50 1.0 10/14/16 07:09
Bromoform ug/L <0.50 1.0 10/14/16 07:09
Bromomethane ug/L <2.4 5.0 10/14/16 07:09
Carbon tetrachloride ug/L <0.50 1.0 10/14/16 07:09
Chlorobenzene ug/L <0.50 1.0 10/14/16 07:09
Chloroethane ug/L <0.37 1.0 10/14/16 07:09
Chloroform ug/L <2.5 5.0 10/14/16 07:09
Chloromethane ug/L <0.50 1.0 10/14/16 07:09
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/14/16 07:09
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/14/16 07:09
Dibromochloromethane ug/L <0.50 1.0 10/14/16 07:09
Dibromomethane ug/L <0.43 1.0 10/14/16 07:09
Dichlorodifluoromethane ug/L <0.22 1.0 10/14/16 07:09
Ethylbenzene ug/L <0.50 1.0 10/14/16 07:09
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/14/16 07:09

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
METHOD BLANK: 1408142 Matrix: Water

Associated Lab Samples:

40139615008, 40139615009, 40139615010

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/14/16 07:09
mé&p-Xylene ug/L <1.0 2.0 10/14/16 07:09
Methyl-tert-butyl ether ug/L <0.17 1.0 10/14/16 07:09
Methylene Chloride ug/L <0.23 1.0 10/14/16 07:09
n-Butylbenzene ug/L <0.50 1.0 10/14/16 07:09
n-Propylbenzene ug/L <0.50 1.0 10/14/16 07:09
Naphthalene ug/L <2.5 5.0 10/14/16 07:09

0-Xylene ug/L <0.50 1.0 10/14/16 07:09
p-lsopropyltoluene ug/L <0.50 1.0 10/14/16 07:09
sec-Butylbenzene ug/L <2.2 5.0 10/14/16 07:09

Styrene ug/L <0.50 1.0 10/14/16 07:09
tert-Butylbenzene ug/L <0.18 1.0 10/14/16 07:09
Tetrachloroethene ug/L <0.50 1.0 10/14/16 07:09

Toluene ug/L <0.50 1.0 10/14/16 07:09
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/14/16 07:09
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/14/16 07:09
Trichloroethene ug/L <0.33 1.0 10/14/16 07:09
Trichlorofluoromethane ug/L <0.18 1.0 10/14/16 07:09

Vinyl chloride ug/L <0.18 1.0 10/14/16 07:09
4-Bromofluorobenzene (S) % 93 70-130 10/14/16 07:09
Dibromofluoromethane (S) % 100 70-130 10/14/16 07:09
Toluene-d8 (S) % 99 70-130 10/14/16 07:09
LABORATORY CONTROL SAMPLE: 1408143

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 50 51.6 103 70-131
1,1,2,2-Tetrachloroethane ug/L 50 46.3 93 67-130
1,1,2-Trichloroethane ug/L 50 47.7 95 70-130
1,1-Dichloroethane ug/L 50 53.9 108 70-133
1,1-Dichloroethene ug/L 50 47.5 95 70-130
1,2,4-Trichlorobenzene ug/L 50 44.4 89 70-130
1,2-Dibromo-3-chloropropane ug/L 50 45.6 91 50-150
1,2-Dibromoethane (EDB) ug/L 50 47.9 96 70-130
1,2-Dichlorobenzene ug/L 50 47.8 96 70-130
1,2-Dichloroethane ug/L 50 49.9 100 70-130
1,2-Dichloropropane ug/L 50 49.8 100 70-130
1,3-Dichlorobenzene ug/L 50 48.4 97 70-130
1,4-Dichlorobenzene ug/L 50 48.8 98 70-130
Benzene ug/L 50 51.6 103 60-135
Bromodichloromethane ug/L 50 47.8 96 70-130
Bromoform ug/L 50 44.8 90 70-130
Bromomethane ug/L 50 39.1 78 33-130
Carbon tetrachloride ug/L 50 51.1 102 70-138

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
LABORATORY CONTROL SAMPLE: 1408143
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 50.2 100 70-130
Chloroethane ug/L 50 44.4 89 51-130
Chloroform ug/L 50 51.3 103 70-130
Chloromethane ug/L 50 33.6 67 25-132
cis-1,2-Dichloroethene ug/L 50 52.2 104 69-130
cis-1,3-Dichloropropene ug/L 50 48.8 98 70-130
Dibromochloromethane ug/L 50 47.9 96 70-130
Dichlorodifluoromethane ug/L 50 29.1 58 23-130
Ethylbenzene ug/L 50 52.2 104 70-136
Isopropylbenzene (Cumene) ug/L 50 53.2 106 70-140
mé&p-Xylene ug/L 100 105 105 70-138
Methyl-tert-butyl ether ug/L 50 49.8 100 66-138
Methylene Chloride ug/L 50 48.1 96 70-130
0-Xylene ug/L 50 52.0 104 70-134
Styrene ug/L 50 51.7 103 70-133
Tetrachloroethene ug/L 50 47.7 95 70-138
Toluene ug/L 50 51.5 103 70-130
trans-1,2-Dichloroethene ug/L 50 46.3 93 70-131
trans-1,3-Dichloropropene ug/L 50 50.7 101 69-130
Trichloroethene ug/L 50 49.6 99 70-130
Trichlorofluoromethane ug/L 50 50.8 102 50-150
Vinyl chloride ug/L 50 46.0 92 49-130
4-Bromofluorobenzene (S) % 102 70-130
Dibromofluoromethane (S) % 99 70-130
Toluene-d8 (S) % 101 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1408144 1408145
MS MSD
40139746014  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <0.50 50 50 49.9 51.4 100 103 70-134 3 20
1,1,2,2-Tetrachloroethane ug/L <0.25 50 50 44.2 48.6 88 97 67-130 9 20
1,1,2-Trichloroethane ug/L <0.20 50 50 44.3 48.2 89 96 70-130 8 20
1,1-Dichloroethane ug/L <0.24 50 50 51.5 41.6 103 83 70-134 21 20R1
1,1-Dichloroethene ug/L <0.41 50 50 42.8 49.5 86 99 68-136 15 20
1,2,4-Trichlorobenzene ug/L <2.2 50 50 44.7 47.6 88 93 62-139 6 20
1,2-Dibromo-3- ug/L <2.2 50 50 43.0 49.9 86 100 50-150 15 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <0.18 50 50 44.9 49.2 90 98 70-130 9 20
1,2-Dichlorobenzene ug/L <0.50 50 50 48.4 51.2 97 102 70-130 6 20
1,2-Dichloroethane ug/L <0.17 50 50 46.8 50.9 94 102 70-130 8 20
1,2-Dichloropropane ug/L <0.23 50 50 45.7 52.2 91 104 70-130 13 20
1,3-Dichlorobenzene ug/L <0.50 50 50 48.5 50.9 97 101 70-131 5 20
1,4-Dichlorobenzene ug/L <0.50 50 50 49.1 51.7 98 103 70-130 5 20
Benzene ug/L <0.50 50 50 50.6 52.7 101 105 57-138 4 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1408144 1408145
MS MSD
40139746014  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <0.50 50 50 47.2 51.0 94 102 70-130 8 20
Bromoform ug/L <0.50 50 50 42.4 46.2 85 92 70-130 9 20
Bromomethane ug/L <2.4 50 50 439 455 88 91 33-130 3 27
Carbon tetrachloride ug/L <0.50 50 50 51.6 53.2 103 106 70-138 3 20
Chlorobenzene ug/L <0.50 50 50 49.3 51.3 99 103 70-130 4 20
Chloroethane ug/L <0.37 50 50 41.4 43.3 83 87 51-130 5 20
Chloroform ug/L <25 50 50 49.1 52.1 98 104 70-130 6 20
Chloromethane ug/L <0.50 50 50 31.1 333 62 67 25-132 7 20
cis-1,2-Dichloroethene ug/L <0.26 50 50 50.0 52.0 100 104 61-140 4 20
cis-1,3-Dichloropropene ug/L <0.50 50 50 49.1 52.6 98 105 70-130 7 20
Dibromochloromethane ug/L <0.50 50 50 46.5 49.9 93 100 70-130 7 20
Dichlorodifluoromethane ug/L <0.22 50 50 28.2 28.6 56 57 23-130 1 20
Ethylbenzene ug/L <0.50 50 50 51.3 54.2 103 108 70-138 6 20
Isopropylbenzene (Cumene) ug/L <0.14 50 50 52.7 56.4 105 113  70-152 7 20
mé&p-Xylene ug/L <1.0 100 100 103 108 103 108 70-140 4 20
Methyl-tert-butyl ether ug/L <0.17 50 50 49.7 51.5 99 103 66-139 3 20
Methylene Chloride ug/L <0.23 50 50 48.2 51.9 96 104 70-130 7 20
o-Xylene ug/L <0.50 50 50 51.5 54.2 103 108 70-134 5 20
Styrene ug/L <0.50 50 50 50.6 53.8 101 108 70-138 6 20
Tetrachloroethene ug/L <0.50 50 50 46.8 50.1 94 100 70-148 7 20
Toluene ug/L <0.50 50 50 51.0 53.2 102 106 70-130 4 20
trans-1,2-Dichloroethene ug/L <0.26 50 50 50.1 51.8 100 104 70-133 3 20
trans-1,3-Dichloropropene ug/L <0.23 50 50 47.6 51.7 95 103 69-130 8 20
Trichloroethene ug/L <0.33 50 50 49.3 52.6 929 105 70-131 7 20
Trichlorofluoromethane ug/L <0.18 50 50 52.0 50.5 104 101 50-150 3 20
Vinyl chloride ug/L <0.18 50 50 44.2 45.5 88 91 49-133 3 20
4-Bromofluorobenzene (S) % 96 101 70-130
Dibromofluoromethane (S) % 101 98 70-130
Toluene-d8 (S) % 98 99 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
QC Batch: 237951 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV
Associated Lab Samples: 40139615011, 40139615012
METHOD BLANK: 1409719 Matrix: Water
Associated Lab Samples: 40139615011, 40139615012
Blank Reporting

Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/14/16 06:55
1,1,1-Trichloroethane ug/L <0.50 1.0 10/14/16 06:55
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/14/16 06:55
1,1,2-Trichloroethane ug/L <0.20 1.0 10/14/16 06:55
1,1-Dichloroethane ug/L <0.24 1.0 10/14/16 06:55
1,1-Dichloroethene ug/L <0.41 1.0 10/14/16 06:55
1,1-Dichloropropene ug/L <0.44 1.0 10/14/16 06:55
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/14/16 06:55
1,2,3-Trichloropropane ug/L <0.50 1.0 10/14/16 06:55
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/14/16 06:55
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/14/16 06:55
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/14/16 06:55
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/14/16 06:55
1,2-Dichlorobenzene ug/L <0.50 1.0 10/14/16 06:55
1,2-Dichloroethane ug/L <0.17 1.0 10/14/16 06:55
1,2-Dichloropropane ug/L <0.23 1.0 10/14/16 06:55
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/14/16 06:55
1,3-Dichlorobenzene ug/L <0.50 1.0 10/14/16 06:55
1,3-Dichloropropane ug/L <0.50 1.0 10/14/16 06:55
1,4-Dichlorobenzene ug/L <0.50 1.0 10/14/16 06:55
2,2-Dichloropropane ug/L <0.48 1.0 10/14/16 06:55
2-Chlorotoluene ug/L <0.50 1.0 10/14/16 06:55
4-Chlorotoluene ug/L <0.21 1.0 10/14/16 06:55
Benzene ug/L <0.50 1.0 10/14/16 06:55
Bromobenzene ug/L <0.23 1.0 10/14/16 06:55
Bromochloromethane ug/L <0.34 1.0 10/14/16 06:55
Bromodichloromethane ug/L <0.50 1.0 10/14/16 06:55
Bromoform ug/L <0.50 1.0 10/14/16 06:55
Bromomethane ug/L <2.4 5.0 10/14/16 06:55
Carbon tetrachloride ug/L <0.50 1.0 10/14/16 06:55
Chlorobenzene ug/L <0.50 1.0 10/14/16 06:55
Chloroethane ug/L <0.37 1.0 10/14/16 06:55
Chloroform ug/L <2.5 5.0 10/14/16 06:55
Chloromethane ug/L <0.50 1.0 10/14/16 06:55
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/14/16 06:55
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/14/16 06:55
Dibromochloromethane ug/L <0.50 1.0 10/14/16 06:55
Dibromomethane ug/L <0.43 1.0 10/14/16 06:55
Dichlorodifluoromethane ug/L <0.22 1.0 10/14/16 06:55
Ethylbenzene ug/L <0.50 1.0 10/14/16 06:55
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/14/16 06:55

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
METHOD BLANK: 1409719 Matrix: Water

Associated Lab Samples:

40139615011, 40139615012

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/14/16 06:55
mé&p-Xylene ug/L <1.0 2.0 10/14/16 06:55
Methyl-tert-butyl ether ug/L <0.17 1.0 10/14/16 06:55
Methylene Chloride ug/L <0.23 1.0 10/14/16 06:55
n-Butylbenzene ug/L <0.50 1.0 10/14/16 06:55
n-Propylbenzene ug/L <0.50 1.0 10/14/16 06:55
Naphthalene ug/L <2.5 5.0 10/14/16 06:55

0-Xylene ug/L <0.50 1.0 10/14/16 06:55
p-lsopropyltoluene ug/L <0.50 1.0 10/14/16 06:55
sec-Butylbenzene ug/L <2.2 5.0 10/14/16 06:55

Styrene ug/L <0.50 1.0 10/14/16 06:55
tert-Butylbenzene ug/L <0.18 1.0 10/14/16 06:55
Tetrachloroethene ug/L <0.50 1.0 10/14/16 06:55

Toluene ug/L <0.50 1.0 10/14/16 06:55
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/14/16 06:55
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/14/16 06:55
Trichloroethene ug/L <0.33 1.0 10/14/16 06:55
Trichlorofluoromethane ug/L <0.18 1.0 10/14/16 06:55

Vinyl chloride ug/L <0.18 1.0 10/14/16 06:55
4-Bromofluorobenzene (S) % 86 70-130 10/14/16 06:55
Dibromofluoromethane (S) % 91 70-130 10/14/16 06:55
Toluene-d8 (S) % 95 70-130 10/14/16 06:55
LABORATORY CONTROL SAMPLE: 1409720

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 50 49.4 99 70-131
1,1,2,2-Tetrachloroethane ug/L 50 49.9 100 67-130
1,1,2-Trichloroethane ug/L 50 49.9 100 70-130
1,1-Dichloroethane ug/L 50 42.0 84 70-133
1,1-Dichloroethene ug/L 50 40.9 82 70-130
1,2,4-Trichlorobenzene ug/L 50 49.5 99 70-130
1,2-Dibromo-3-chloropropane ug/L 50 47.8 96 50-150
1,2-Dibromoethane (EDB) ug/L 50 55.3 111 70-130
1,2-Dichlorobenzene ug/L 50 52.7 105 70-130
1,2-Dichloroethane ug/L 50 47.9 96 70-130
1,2-Dichloropropane ug/L 50 50.6 101 70-130
1,3-Dichlorobenzene ug/L 50 53.2 106 70-130
1,4-Dichlorobenzene ug/L 50 51.2 102 70-130
Benzene ug/L 50 50.8 102 60-135
Bromodichloromethane ug/L 50 51.3 103 70-130
Bromoform ug/L 50 48.6 97 70-130
Bromomethane ug/L 50 30.6 61 33-130
Carbon tetrachloride ug/L 50 51.8 104 70-138

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
LABORATORY CONTROL SAMPLE: 1409720
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 55.1 110 70-130
Chloroethane ug/L 50 40.9 82 51-130
Chloroform ug/L 50 47.8 96 70-130
Chloromethane ug/L 50 34.4 69 25-132
cis-1,2-Dichloroethene ug/L 50 39.9 80 69-130
cis-1,3-Dichloropropene ug/L 50 48.5 97 70-130
Dibromochloromethane ug/L 50 54.1 108 70-130
Dichlorodifluoromethane ug/L 50 31.0 62 23-130
Ethylbenzene ug/L 50 54.7 109 70-136
Isopropylbenzene (Cumene) ug/L 50 54.9 110 70-140
mé&p-Xylene ug/L 100 111 111 70-138
Methyl-tert-butyl ether ug/L 50 40.4 81 66-138
Methylene Chloride ug/L 50 41.3 83 70-130
0-Xylene ug/L 50 55.0 110 70-134
Styrene ug/L 50 53.0 106 70-133
Tetrachloroethene ug/L 50 57.5 115 70-138
Toluene ug/L 50 53.6 107 70-130
trans-1,2-Dichloroethene ug/L 50 41.3 83 70-131
trans-1,3-Dichloropropene ug/L 50 48.6 97 69-130
Trichloroethene ug/L 50 53.3 107 70-130
Trichlorofluoromethane ug/L 50 46.0 92 50-150
Vinyl chloride ug/L 50 44.4 89 49-130
4-Bromofluorobenzene (S) % 97 70-130
Dibromofluoromethane (S) % 95 70-130
Toluene-d8 (S) % 97 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1410881 1410882
MS MSD
40139749001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <0.50 50 50 49.1 50.4 98 101 70-134 3 20
1,1,2,2-Tetrachloroethane ug/L <0.25 50 50 50.0 50.3 100 101 67-130 0 20
1,1,2-Trichloroethane ug/L <0.20 50 50 51.3 50.8 103 102 70-130 1 20
1,1-Dichloroethane ug/L <0.24 50 50 37.1 42.5 74 85 70-134 13 20
1,1-Dichloroethene ug/L <0.41 50 50 35.5 41.2 71 82 68-136 15 20
1,2,4-Trichlorobenzene ug/L <2.2 50 50 50.7 51.0 100 101 62-139 1 20
1,2-Dibromo-3- ug/L <22 50 50 48.9 48.7 98 97 50-150 0 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <0.18 50 50 53.9 53.9 108 108 70-130 0 20
1,2-Dichlorobenzene ug/L <0.50 50 50 53.0 52.9 106 106 70-130 0 20
1,2-Dichloroethane ug/L <0.17 50 50 41.0 48.5 82 97 70-130 17 20
1,2-Dichloropropane ug/L <0.23 50 50 49.9 50.6 100 101 70-130 1 20
1,3-Dichlorobenzene ug/L <0.50 50 50 53.7 54.2 107 108 70-131 1 20
1,4-Dichlorobenzene ug/L <0.50 50 50 51.0 52.4 102 105 70-130 3 20
Benzene ug/L <0.50 50 50 44.2 52.2 88 104 57-138 17 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1410881 1410882
MS MSD
40139749001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <0.50 50 50 51.8 52.3 104 105 70-130 1 20
Bromoform ug/L <0.50 50 50 49.8 48.8 100 98 70-130 2 20
Bromomethane ug/L <2.4 50 50 26.7 32.4 53 65 33-130 19 27
Carbon tetrachloride ug/L <0.50 50 50 51.4 53.6 103 107 70-138 4 20
Chlorobenzene ug/L <0.50 50 50 55.0 54.9 110 110 70-130 0 20
Chloroethane ug/L <0.37 50 50 35.9 41.9 72 84 51-130 15 20
Chloroform ug/L <25 50 50 47.7 49.5 95 99 70-130 4 20
Chloromethane ug/L <0.50 50 50 28.7 34.2 57 68 25-132 18 20
cis-1,2-Dichloroethene ug/L <0.26 50 50 36.2 38.7 72 77 61-140 7 20
cis-1,3-Dichloropropene ug/L <0.50 50 50 49.2 49.5 98 99 70-130 1 20
Dibromochloromethane ug/L <0.50 50 50 54.7 54.5 109 109 70-130 0 20
Dichlorodifluoromethane ug/L <0.22 50 50 24.6 29.5 49 59 23-130 18 20
Ethylbenzene ug/L <0.50 50 50 55.6 54.7 111 109 70-138 2 20
Isopropylbenzene (Cumene) ug/L <0.14 50 50 55.7 55.1 111 110 70-152 1 20
mé&p-Xylene ug/L <1.0 100 100 112 112 112 111 70-140 1 20
Methyl-tert-butyl ether ug/L <0.17 50 50 35.1 415 70 83 66-139 17 20
Methylene Chloride ug/L <0.23 50 50 35.4 42.5 71 85 70-130 18 20
o-Xylene ug/L <0.50 50 50 54.7 53.2 109 106 70-134 3 20
Styrene ug/L <0.50 50 50 52.0 51.4 104 103 70-138 1 20
Tetrachloroethene ug/L 0.58J 50 50 59.1 56.8 117 112 70-148 4 20
Toluene ug/L <0.50 50 50 54.3 53.9 109 108 70-130 1 20
trans-1,2-Dichloroethene ug/L <0.26 50 50 36.2 43.3 72 87 70-133 18 20
trans-1,3-Dichloropropene ug/L <0.23 50 50 49.0 48.4 98 97 69-130 1 20
Trichloroethene ug/L <0.33 50 50 54.0 53.9 108 108 70-131 0 20
Trichlorofluoromethane ug/L <0.18 50 50 38.9 46.0 78 92 50-150 17 20
Vinyl chloride ug/L <0.18 50 50 38.6 45.0 77 90 49-133 15 20
4-Bromofluorobenzene (S) % 97 97 70-130
Dibromofluoromethane (S) % 92 97 70-130
Toluene-d8 (S) % 97 96 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET

Pace Project No.: 40139615

QC Batch: 237494 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples: 40139615001, 40139615002, 40139615003, 40139615004, 40139615005

METHOD BLANK:
Associated Lab Samples:

1407451 Matrix: Water
40139615001, 40139615002, 40139615003, 40139615004, 40139615005

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/10/16 16:12
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/10/16 16:12
Benzene ug/L <0.50 1.0 10/10/16 16:12
Ethylbenzene ug/L <0.50 1.0 10/10/16 16:12
m&p-Xylene ug/L <1.0 2.0 10/10/16 16:12
Methyl-tert-butyl ether ug/L <0.17 1.0 10/10/16 16:12
0-Xylene ug/L <0.50 1.0 10/10/16 16:12
Toluene ug/L <0.50 1.0 10/10/16 16:12
4-Bromofluorobenzene (S) % 85 70-130 10/10/16 16:12
Dibromofluoromethane (S) % 100 70-130 10/10/16 16:12
Toluene-d8 (S) % 90 70-130 10/10/16 16:12
LABORATORY CONTROL SAMPLE: 1407452
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 20 18.0 90 60-135
Ethylbenzene ug/L 20 17.8 89 70-136
mé&p-Xylene ug/L 40 39.4 98 70-138
Methyl-tert-butyl ether ug/L 20 15.9 80 66-138
0-Xylene ug/L 20 18.6 93 70-134
Toluene ug/L 20 175 87 70-130
4-Bromofluorobenzene (S) % 89 70-130
Dibromofluoromethane (S) % 100 70-130
Toluene-d8 (S) % 92 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1408608 1408609
MS MSD
40139530042  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L 4.5 50 50 51.8 52.1 95 95 57-138 1 20
Ethylbenzene ug/L <1.0 50 50 49.3 49.0 98 98 70-138 1 20
mé&p-Xylene ug/L <2.0 100 100 104 104 104 104 70-140 0 20
Methyl-tert-butyl ether ug/L <1.0 50 50 34.4 31.7 69 63 66-139 8 20 M1
o-Xylene ug/L <1.0 50 50 50.8 49.9 101 99 70-134 2 20
Toluene ug/L <1.0 50 50 47.8 46.6 95 92 70-130 3 20
4-Bromofluorobenzene (S) % 92 92 70-130
Dibromofluoromethane (S) % 105 99 70-130
Toluene-d8 (S) % 91 90 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

Date: 10/17/2016 03:23 PM without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET

Pace Project No.: 40139615

QC Batch: 237572 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40139615013, 40139615014

METHOD BLANK:
Associated Lab Samples:

1408185

40139615013, 40139615014

Matrix: Water

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/12/16 09:46
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/12/16 09:46
Benzene ug/L <0.50 1.0 10/12/16 09:46
Ethylbenzene ug/L <0.50 1.0 10/12/16 09:46
m&p-Xylene ug/L <1.0 2.0 10/12/16 09:46
Methyl-tert-butyl ether ug/L <0.17 1.0 10/12/16 09:46
Naphthalene ug/L <2.5 5.0 10/12/16 09:46
0-Xylene ug/L <0.50 1.0 10/12/16 09:46
Toluene ug/L <0.50 1.0 10/12/16 09:46
4-Bromofluorobenzene (S) % 85 70-130 10/12/16 09:46
Dibromofluoromethane (S) % 128 70-130 10/12/16 09:46
Toluene-d8 (S) % 96 70-130 10/12/16 09:46
LABORATORY CONTROL SAMPLE: 1408186
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 56.3 113 60-135
Ethylbenzene ug/L 50 57.6 115 70-136
mé&p-Xylene ug/L 100 120 120 70-138
Methyl-tert-butyl ether ug/L 50 57.3 115 66-138
0-Xylene ug/L 50 58.2 116 70-134
Toluene ug/L 50 59.0 118 70-130
4-Bromofluorobenzene (S) % 105 70-130
Dibromofluoromethane (S) % 127 70-130
Toluene-d8 (S) % 99 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409361 1409362
MS MSD
40139746025  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 50 50 58.0 58.0 116 116  57-138 0 20
Ethylbenzene ug/L <0.50 50 50 57.0 57.6 114 115 70-138 1 20
mé&p-Xylene ug/L <1.0 100 100 121 123 121 123 70-140 1 20
Methyl-tert-butyl ether ug/L <0.17 50 50 58.8 59.5 118 119 66-139 1 20
o-Xylene ug/L <0.50 50 50 57.5 58.5 115 117 70-134 2 20
Toluene ug/L 0.56J 50 50 59.3 60.4 118 120 70-130 2 20
4-Bromofluorobenzene (S) % 101 103 70-130
Dibromofluoromethane (S) % 108 127 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET
Pace Project No.: 40139615

QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409361 1409362
MS MSD
40139746025  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 97 99 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET

Pace Project No.: 40139615

QC Batch: 237908 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40139615006, 40139615007, 40139615015, 40139615016, 40139615017, 40139615018

METHOD BLANK:
Associated Lab Samples:

1409580

Matrix: Water
40139615006, 40139615007, 40139615015, 40139615016, 40139615017, 40139615018

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/12/16 15:57
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/12/16 15:57
Benzene ug/L <0.50 1.0 10/12/16 15:57
Ethylbenzene ug/L <0.50 1.0 10/12/16 15:57
m&p-Xylene ug/L <1.0 2.0 10/12/16 15:57
Methyl-tert-butyl ether ug/L <0.17 1.0 10/12/16 15:57
Naphthalene ug/L <2.5 5.0 10/12/16 15:57
0-Xylene ug/L <0.50 1.0 10/12/16 15:57
Toluene ug/L <0.50 1.0 10/12/16 15:57
4-Bromofluorobenzene (S) % 87 70-130 10/12/16 15:57
Dibromofluoromethane (S) % 96 70-130 10/12/16 15:57
Toluene-d8 (S) % 98 70-130 10/12/16 15:57
LABORATORY CONTROL SAMPLE: 1409581
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 51.3 103 60-135
Ethylbenzene ug/L 50 54.0 108 70-136
mé&p-Xylene ug/L 100 109 109 70-138
Methyl-tert-butyl ether ug/L 50 42.0 84 66-138
0-Xylene ug/L 50 53.2 106 70-134
Toluene ug/L 50 53.7 107 70-130
4-Bromofluorobenzene (S) % 96 70-130
Dibromofluoromethane (S) % 98 70-130
Toluene-d8 (S) % 98 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409582 1409583
MS MSD
40139750021  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 50 50 50.4 50.7 101 101 57-138 0 20
Ethylbenzene ug/L <0.50 50 50 53.0 53.9 106 108 70-138 2 20
mé&p-Xylene ug/L <1.0 100 100 107 107 107 106 70-140 0 20
Methyl-tert-butyl ether ug/L <0.17 50 50 40.1 41.2 80 82 66-139 3 20
o-Xylene ug/L <0.50 50 50 51.7 53.0 103 106 70-134 2 20
Toluene ug/L <0.50 50 50 51.9 52.6 104 105 70-130 2 20
4-Bromofluorobenzene (S) % 100 97 70-130
Dibromofluoromethane (S) % 98 98 70-130

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Project: 34265.003 CALUMET
Pace Project No.: 40139615

QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1409582 1409583
MS MSD
40139750021  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 97 96 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALIFIERS

Project: 34265.003 CALUMET
Pace Project No.: 40139615

DEFINITIONS

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above LOD.

J - Estimated concentration at or above the LOD and below the LOQ.

LOD - Limit of Detection adjusted for dilution factor and percent moisture.

LOQ - Limit of Quantitation adjusted for dilution factor and percent moisture.

S - Surrogate

1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The result for each analyte is
a combined concentration.

Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)

MS(D) - Matrix Spike (Duplicate)

DUP - Sample Duplicate

RPD - Relative Percent Difference

NC - Not Calculable.

SG - Silica Gel - Clean-Up

U - Indicates the compound was analyzed for, but not detected at or above the adjusted LOD.

N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.

Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.

LABORATORIES

PASI-G Pace Analytical Services - Green Bay

ANALYTE QUALIFIERS

D3 Sample was diluted due to the presence of high levels of non-target analytes or other matrix interference.
M1 Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
R1 RPD value was outside control limits.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
Date: 10/17/2016 03:23 PM without the written consent of Pace Analytical Services, LLC. Page 70 of 75



Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

QUALITY CONTROL DATA CROSS REFERENCE TABLE

Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET
Pace Project No.: 40139615

Analytical
Lab ID Sample ID QC Batch Method QC Batch Analytical Method Batch
40139615020 LRS-1 EPA 8021 237415
40139615021 LRS-2 EPA 8021 237415
40139615022 LRS-3 EPA 8021 237415
40139615023 LRS-4 EPA 8021 237415
40139615024 LRS-6 EPA 8021 237415
40139615025 LRS-8 EPA 8021 237415
40139615026 MW-1/FL EPA 8021 237415
40139615027 MW-2/FL EPA 8021 237415
40139615028 MW-3/FL EPA 8021 237415
40139615029 MW-9/FL EPA 8021 237415
40139615030 MW-10/FL EPA 8021 237415
40139615031 MW-11/FL EPA 8021 237415
40139615032 MW-13/FL EPA 8021 237415
40139615033 MW-14/FL EPA 8021 237415
40139615008 MW-1/T68 EPA 8260 237560
40139615009 MW-2/T68 EPA 8260 237560
40139615010 MW-4/T68 EPA 8260 237560
40139615011 MW-5/T66 EPA 8260 237951
40139615012 MW-6/T68 EPA 8260 237951
40139615019 TRIP BLANK EPA 8260 237506
40139615001 MW-1/T40 EPA 8260 237494
40139615002 MW-2/T40 EPA 8260 237494
40139615003 MW-4/T40 EPA 8260 237494
40139615004 MW-5/T40 EPA 8260 237494
40139615005 MW-6/T40 EPA 8260 237494
40139615006 MW-7/T40 EPA 8260 237908
40139615007 TS-1/T40 EPA 8260 237908
40139615013 MW-1R/T70 EPA 8260 237572
40139615014 MW-2R/T70 EPA 8260 237572
40139615015 MW-3/T70 EPA 8260 237908
40139615016 MW-4/T70 EPA 8260 237908
40139615017 MW-5/T70 EPA 8260 237908
40139615018 MW-6/T70 EPA 8260 237908

Date: 10/17/2016 03:23 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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1241 Bellevue Street, Suite 9
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|
1
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

May 25, 2017
Project #34265.003
Calumet West,
. . T40/T68, and
Clifforg Wright ERP & T70 (2 of 2)
annett Fleming :
8025 Excelsior Drive Reviewed by CCW
Madison, WI 53717 5/26/17

RE: Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Dear Clifford Wright:

Enclosed are the analytical results for sample(s) received by the laboratory on May 17, 2017. The
results relate only to the samples included in this report. Results reported herein conform to the most
current, applicable TNI/NELAC standards and the laboratory's Quality Assurance Manual, where
applicable, unless otherwise noted in the body of the report.

If you have any questions concerning this report, please feel free to contact me.

Sincerely,

Dan Milewsky
dan.milewsky@pacelabs.com

(920)469-2436
Project Manager

Enclosures

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 1 of 63



Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

CERTIFICATIONS

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Green Bay Certification IDs

1241 Bellevue Street, Green Bay, WI 54302 Virginia VELAP ID: 460263

Florida/NELAP Certification #: E87948 South Carolina Certification #: 83006001
Illinois Certification #: 200050 Texas Certification #: T104704529-14-1
Kentucky UST Certification #: 82 Wisconsin Certification #: 405132750
Louisiana Certification #: 04168 Wisconsin DATCP Certification #: 105-444
Minnesota Certification #: 055-999-334 USDA Soil Permit #: P330-16-00157

New York Certification #: 12064 Federal Fish & Wildlife Permit #: LE51774A-0

North Dakota Certification #: R-150

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 2 of 63



SAMPLE SUMMARY

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

Lab ID Sample ID Matrix Date Collected Date Received
40150095001 MW-12 Water 05/16/17 09:35 05/17/17 10:30
40150095002 MW-13 Water 05/16/17 09:25 05/17/17 10:30
40150095003 PZ-13 Water 05/16/17 09:30 05/17/17 10:30
40150095004 MW-19 Water 05/16/17 10:00 05/17/17 10:30
40150095005 MW-20 Water 05/16/17 10:45 05/17/17 10:30
40150095006 MW-21 Water 05/16/17 10:15 05/17/17 10:30
40150095007 Pz-21 Water 05/16/17 10:10 05/17/17 10:30
40150095008 MW-22 Water 05/16/17 10:35 05/17/17 10:30
40150095009 MW-1/CW Water 05/16/17 13:30 05/17/17 10:30
40150095010 MW-2/CW Water 05/16/17 13:20 05/17/17 10:30
40150095011 MW-3/CW Water 05/16/17 13:05 05/17/17 10:30
40150095012 MW-4/CW Water 05/16/17 13:00 05/17/17 10:30
40150095013 MW-1/T40 Water 05/16/17 14:30 05/17/17 10:30
40150095014 MW-2/T40 Water 05/16/17 14:35 05/17/17 10:30
40150095015 MW-4/T40 Water 05/16/17 14:55 05/17/17 10:30
40150095016 MW-5/T40 Water 05/16/17 14:40 05/17/17 10:30
40150095017 MW-6/T40 Water 05/16/17 14:45 05/17/17 10:30
40150095018 MW-7/T40 Water 05/16/17 14:50 05/17/17 10:30
40150095019 TS-1/T40 Water 05/16/17 15:00 05/17/17 10:30
40150095020 MW-1/T68 Water 05/16/17 14:10 05/17/17 10:30
40150095021 MW-2/T68 Water 05/16/17 14:20 05/17/17 10:30
40150095022 MW-4/T68 Water 05/16/17 14:15 05/17/17 10:30
40150095023 MW-5/T66 Water 05/16/17 11:20 05/17/17 10:30
40150095024 MW-5/T68 Water 05/16/17 11:40 05/17/17 10:30
40150095025 MW-6/T68 Water 05/16/17 11:30 05/17/17 10:30
40150095026 MW-2R/T70 Water 05/16/17 15:15 05/17/17 10:30
40150095027 MW-5/T70 Water 05/16/17 15:10 05/17/17 10:30
40150095028 MW-6/T70 Water 05/16/17 15:20 05/17/17 10:30
40150095029 TRIP BLANK Water 05/16/17 00:00 05/17/17 10:30

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.

Page 3 of 63



SAMPLE ANALYTE COUNT

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Analytes
Lab ID Sample ID Method Analysts Reported Laboratory
40150095001 MW-12 EPA 8021 ALD 10 PASI-G
40150095002 MW-13 EPA 8021 ALD 10 PASI-G
40150095003 PZ-13 EPA 8021 ALD 10 PASI-G
40150095004 MW-19 EPA 8021 ALD 10 PASI-G
40150095005 MW-20 EPA 8021 ALD 10 PASI-G
40150095006 MW-21 EPA 8021 ALD 10 PASI-G
40150095007 Pz-21 EPA 8021 ALD 10 PASI-G
40150095008 MW-22 EPA 8021 ALD 10 PASI-G
40150095009 MW-1/CW EPA 8260 SMT 12 PASI-G
40150095010 MW-2/CW EPA 8260 SMT 12 PASI-G
40150095011 MW-3/CW EPA 8260 SMT 12 PASI-G
40150095012 MW-4/CW EPA 8260 SMT 12 PASI-G
40150095013 MW-1/T40 EPA 8260 SMT 11 PASI-G
40150095014 MW-2/T40 EPA 8260 SMT 11 PASI-G
40150095015 MW-4/T40 EPA 8260 SMT 11 PASI-G
40150095016 MW-5/T40 EPA 8260 SMT 11 PASI-G
40150095017 MW-6/T40 EPA 8260 SMT 11 PASI-G
40150095018 MW-7/T40 EPA 8260 SMT 11 PASI-G
40150095019 TS-1/T40 EPA 8260 SMT 11 PASI-G
40150095020 MW-1/T68 EPA 8260 LAP 63 PASI-G
40150095021 MW-2/T68 EPA 8260 LAP 63 PASI-G
40150095022 MW-4/T68 EPA 8260 LAP 63 PASI-G
40150095023 MW-5/T66 EPA 8260 LAP 63 PASI-G
40150095024 MW-5/T68 EPA 8260 LAP 63 PASI-G
40150095025 MW-6/T68 EPA 8260 LAP 63 PASI-G
40150095026 MW-2R/T70 EPA 8260 SMT 12 PASI-G
40150095027 MW-5/T70 EPA 8260 HNW 12 PASI-G
40150095028 MW-6/T70 EPA 8260 LAP 12 PASI-G
40150095029 TRIP BLANK EPA 8260 LAP 63 PASI-G

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

34265.003 CALUMET SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40150095015 MW-4/T40

EPA 8260 m&p-Xylene 4700 ug/L 200 05/19/17 16:04
EPA 8260 0-Xylene 2420 ug/L 100 05/19/17 16:04
40150095016 MW-5/T40

EPA 8260 1,2,4-Trimethylbenzene 193 ug/L 2.5 05/19/17 16:25
EPA 8260 1,3,5-Trimethylbenzene 54.7 ug/L 2.5 05/19/17 16:25
EPA 8260 Benzene 43.6 ug/L 2.5 05/19/17 16:25
EPA 8260 Ethylbenzene 259 ug/L 2.5 05/19/17 16:25
EPA 8260 m&p-Xylene 667 ug/L 5.0 05/19/17 16:25
EPA 8260 0-Xylene 1.5 ug/L 2.5 05/19/17 16:25
40150095017 MW-6/T40

EPA 8260 1,2,4-Trimethylbenzene 87.0 ug/L 4.0 05/19/17 16:47
EPA 8260 1,3,5-Trimethylbenzene 22.6 ug/L 4.0 05/19/17 16:47
EPA 8260 Benzene 607 ug/L 4.0 05/19/17 16:47
EPA 8260 Ethylbenzene 342 ug/L 4.0 05/19/17 16:47
EPA 8260 m&p-Xylene 473 ug/L 8.0 05/19/17 16:47
EPA 8260 0-Xylene 2.2] ug/L 4.0 05/19/17 16:47
40150095018 MW-7/T40

EPA 8260 1,2,4-Trimethylbenzene 421 ug/L 20.0 05/19/17 17:08
EPA 8260 1,3,5-Trimethylbenzene 120 ug/L 20.0 05/19/17 17:08
EPA 8260 Benzene 2670 ug/L 20.0 05/19/17 17:08
EPA 8260 Ethylbenzene 528 ug/L 20.0 05/19/17 17:08
EPA 8260 Toluene 25.8 ug/L 20.0 05/19/17 17:08
EPA 8260 m&p-Xylene 2330 ug/L 40.0 05/19/17 17:08
EPA 8260 0-Xylene 904 ug/L 20.0 05/19/17 17:08
40150095019 TS-1/T40

EPA 8260 1,2,4-Trimethylbenzene 2.1 ug/L 1.0 05/19/17 13:55
EPA 8260 1,3,5-Trimethylbenzene 1.1 ug/L 1.0 05/19/17 13:55
EPA 8260 Benzene 0.67J ug/L 1.0 05/19/17 13:55
EPA 8260 Ethylbenzene 1.0 ug/L 1.0 05/19/17 13:55
40150095021 MW-2/T68

EPA 8260 1,2,4-Trimethylbenzene 2450 ug/L 200 05/18/17 14:31
EPA 8260 1,2-Dichloroethane 1420 ug/L 200 05/18/17 14:31
EPA 8260 1,3,5-Trimethylbenzene 742 ug/L 200 05/18/17 14:31
EPA 8260 Benzene 22100 ug/L 200 05/18/17 14:31
EPA 8260 Ethylbenzene 933 ug/L 200 05/18/17 14:31
EPA 8260 Toluene 19200 ug/L 200 05/18/17 14:31
EPA 8260 m&p-Xylene 10300 ug/L 400 05/18/17 14:31
EPA 8260 0-Xylene 5100 ug/L 200 05/18/17 14:31
40150095022 MW-4/T68

EPA 8260 1,2,4-Trimethylbenzene 606 ug/L 40.0 05/19/17 10:21
EPA 8260 1,3,5-Trimethylbenzene 68.5 ug/L 40.0 05/19/17 10:21
EPA 8260 Benzene 3930 ug/L 40.0 05/19/17 10:21
EPA 8260 Ethylbenzene 602 ug/L 40.0 05/19/17 10:21
EPA 8260 Isopropylbenzene (Cumene) 10.4J ug/L 40.0 05/19/17 10:21

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

Pace Project No.:

34265.003 CALUMET SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40150095022 MW-4/T68

EPA 8260 m&p-Xylene 1580 ug/L 80.0 05/19/17 10:21
40150095023 MW-5/T66

EPA 8260 1,2,4-Trimethylbenzene 2350 ug/L 200 05/18/17 15:16
EPA 8260 1,3,5-Trimethylbenzene 552 ug/L 200 05/18/17 15:16
EPA 8260 Benzene 10600 ug/L 200 05/18/17 15:16
EPA 8260 Ethylbenzene 2950 ug/L 200 05/18/17 15:16
EPA 8260 Isopropylbenzene (Cumene) 74.43 ug/L 200 05/18/17 15:16
EPA 8260 Toluene 16300 ug/L 200 05/18/17 15:16
EPA 8260 m&p-Xylene 13700 ug/L 400 05/18/17 15:16
EPA 8260 n-Propylbenzene 209 ug/L 200 05/18/17 15:16
EPA 8260 0-Xylene 5030 ug/L 200 05/18/17 15:16
40150095024 MW-5/T68

EPA 8260 1,2,4-Trimethylbenzene 2830 ug/L 625 05/18/17 15:39
EPA 8260 1,3,5-Trimethylbenzene 991 ug/L 625 05/18/17 15:39
EPA 8260 Benzene 25600 ug/L 625 05/18/17 15:39
EPA 8260 Ethylbenzene 3200 ug/L 625 05/18/17 15:39
EPA 8260 Toluene 42700 ug/L 625 05/18/17 15:39
EPA 8260 m&p-Xylene 16500 ug/L 1250 05/18/17 15:39
EPA 8260 n-Butylbenzene 623J ug/L 625 05/18/17 15:39
EPA 8260 0-Xylene 6700 ug/L 625 05/18/17 15:39
40150095025 MW-6/T68

EPA 8260 1,2,4-Trimethylbenzene 3070 ug/L 100 05/18/17 16:01
EPA 8260 1,2-Dichloroethane 240 ug/L 100 05/18/17 16:01
EPA 8260 1,3,5-Trimethylbenzene 858 ug/L 100 05/18/17 16:01
EPA 8260 Benzene 21000 ug/L 100 05/18/17 16:01
EPA 8260 Ethylbenzene 1170 ug/L 100 05/18/17 16:01
EPA 8260 Isopropylbenzene (Cumene) 30.8J ug/L 100 05/18/17 16:01
EPA 8260 Naphthalene 273J ug/L 500 05/18/17 16:01
EPA 8260 Toluene 19600 ug/L 100 05/18/17 16:01
EPA 8260 m&p-Xylene 14500 ug/L 200 05/18/17 16:01
EPA 8260 n-Propylbenzene 81.8J ug/L 100 05/18/17 16:01
EPA 8260 0-Xylene 6480 ug/L 100 05/18/17 16:01
40150095026 MW-2R/T70

EPA 8260 1,2,4-Trimethylbenzene 3170 ug/L 250 05/19/17 17:30
EPA 8260 1,3,5-Trimethylbenzene 874 ug/L 250 05/19/17 17:30
EPA 8260 Benzene 23000 ug/L 250 05/19/17 17:30
EPA 8260 Ethylbenzene 2510 ug/L 250 05/19/17 17:30
EPA 8260 Toluene 31500 ug/L 250 05/19/17 17:30
EPA 8260 m&p-Xylene 16300 ug/L 500 05/19/17 17:30
EPA 8260 0-Xylene 7240 ug/L 250 05/19/17 17:30
40150095027 MW-5/T70

EPA 8260 1,2,4-Trimethylbenzene 7.8 ug/L 1.0 05/23/17 03:19
EPA 8260 1,3,5-Trimethylbenzene 2.9 ug/L 1.0 05/23/17 03:19
EPA 8260 Benzene 1.7 ug/L 1.0 05/23/17 03:19

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 7 of 63



PROJECT NARRATIVE

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8021
Description: 8021 GCV Short List
Client: Gannett Fleming Inc.
Date: May 25, 2017

General Information:
8 samples were analyzed for EPA 8021. All samples were received in acceptable condition with any exceptions noted below or
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

on the
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PROJECT NARRATIVE

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV

Client: Gannett Fleming Inc.
Date: May 25, 2017

General Information:
7 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

on the
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PROJECT NARRATIVE

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV UST
Client: Gannett Fleming Inc.
Date: May 25, 2017

General Information:

14 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the

chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

This data package has been reviewed for quality and completeness and is approved for release.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-1/T68

Lab ID: 40150095020

Collected: 05/16/17 14:10 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 05/18/17 17:31
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 05/18/17 17:31
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 05/18/17 17:31
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 05/18/17 17:31
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 05/18/17 17:31
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 05/18/17 17:31
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 05/18/17 17:31
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 05/18/17 17:31
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 05/18/17 17:31
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 05/18/17 17:31
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 05/18/17 17:31
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 05/18/17 17:31
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 05/18/17 17:31
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 05/18/17 17:31
Benzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Bromobenzene <0.23 ug/L 1.0 0.23 1 05/18/17 17:31
Bromochloromethane <0.34 ug/L 1.0 0.34 1 05/18/17 17:31
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Bromoform <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Bromomethane <2.4 ug/L 5.0 2.4 1 05/18/17 17:31
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Chlorobenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Chloroethane <0.37 ug/L 1.0 0.37 1 05/18/17 17:31
Chloroform <2.5 ug/L 5.0 25 1 05/18/17 17:31
Chloromethane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Dibromomethane <0.43 ug/L 1.0 0.43 1 05/18/17 17:31
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 05/18/17 17:31
Ethylbenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 05/18/17 17:31
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 05/18/17 17:31
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 05/18/17 17:31 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 05/18/17 17:31
Naphthalene <2.5 ug/L 5.0 25 1 05/18/17 17:31
Styrene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31
Toluene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-1/T68

Lab ID: 40150095020

Collected: 05/16/17 14:10 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 05/18/17 17:31 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 05/18/17 17:31 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 05/18/17 17:31 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 05/18/17 17:31 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 05/18/17 17:31 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 05/18/17 17:31 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 05/18/17 17:31 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 05/18/17 17:31 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 05/18/17 17:31 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 05/18/17 17:31 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 85 % 61-118 1 05/18/17 17:31 460-00-4
Dibromofluoromethane (S) 98 % 67-124 1 05/18/17 17:31 1868-53-7
Toluene-d8 (S) 102 % 80-120 1 05/18/17 17:31 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
Sample: MW-2/T68 Lab ID: 40150095021 Collected: 05/16/17 14:20 Received: 05/17/17 10:30 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 05/18/17 14:31 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 05/18/17 14:31 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 05/18/17 14:31 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 05/18/17 14:31 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 05/18/17 14:31 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 05/18/17 14:31 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 05/18/17 14:31 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 05/18/17 14:31 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 05/18/17 14:31 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 05/18/17 14:31 120-82-1
1,2,4-Trimethylbenzene 2450 ug/L 200 100 200 05/18/17 14:31 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 05/18/17 14:31 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 05/18/17 14:31 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 14:31 95-50-1
1,2-Dichloroethane 1420 ug/L 200 33.6 200 05/18/17 14:31 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 05/18/17 14:31 78-87-5
1,3,5-Trimethylbenzene 742 ug/L 200 100 200 05/18/17 14:31 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 14:31 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 05/18/17 14:31 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 14:31 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 05/18/17 14:31 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 05/18/17 14:31 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 05/18/17 14:31 106-43-4
Benzene 22100 ug/L 200 100 200 05/18/17 14:31 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 05/18/17 14:31 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 05/18/17 14:31 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 05/18/17 14:31 75-27-4
Bromoform <100 ug/L 200 100 200 05/18/17 14:31 75-25-2
Bromomethane <487 ug/L 1000 487 200 05/18/17 14:31 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 05/18/17 14:31 56-23-5
Chlorobenzene <100 ug/L 200 100 200 05/18/17 14:31 108-90-7
Chloroethane <74.9 ug/L 200 749 200 05/18/17 14:31 75-00-3
Chloroform <500 ug/L 1000 500 200 05/18/17 14:31 67-66-3
Chloromethane <100 ug/L 200 100 200 05/18/17 14:31 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 05/18/17 14:31 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 05/18/17 14:31 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 05/18/17 14:31 75-71-8
Ethylbenzene 933 ug/L 200 100 200 05/18/17 14:31 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 05/18/17 14:31 87-68-3
Isopropylbenzene (Cumene) <28.7 ug/L 200 28.7 200 05/18/17 14:31 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 05/18/17 14:31 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 05/18/17 14:31 75-09-2
Naphthalene <500 ug/L 1000 500 200 05/18/17 14:31 91-20-3
Styrene <100 ug/L 200 100 200 05/18/17 14:31 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 05/18/17 14:31 127-18-4
Toluene 19200 ug/L 200 100 200 05/18/17 14:31 108-88-3

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-2/T68

Lab ID: 40150095021

Collected: 05/16/17 14:20 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 05/18/17 14:31 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 05/18/17 14:31 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 05/18/17 14:31 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 05/18/17 14:31 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 05/18/17 14:31 10061-01-5
mé&p-Xylene 10300 ug/L 400 200 200 05/18/17 14:31 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 05/18/17 14:31 104-51-8
n-Propylbenzene <100 ug/L 200 100 200 05/18/17 14:31 103-65-1
o-Xylene 5100 ug/L 200 100 200 05/18/17 14:31 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 05/18/17 14:31 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 05/18/17 14:31 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 05/18/17 14:31 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 05/18/17 14:31 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 05/18/17 14:31 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 87 % 61-118 200 05/18/17 14:31 460-00-4
Dibromofluoromethane (S) 93 % 67-124 200 05/18/17 14:31 1868-53-7
Toluene-d8 (S) 101 % 80-120 200 05/18/17 14:31 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
Sample: MW-4/T68 Lab ID: 40150095022 Collected: 05/16/17 14:15 Received: 05/17/17 10:30 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <7.2 ug/L 40.0 72 40 05/19/17 10:21 630-20-6
1,1,1-Trichloroethane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 71-55-6
1,1,2,2-Tetrachloroethane <10 ug/L 40.0 10 40 05/19/17 10:21 79-34-5
1,1,2-Trichloroethane <7.9 ug/L 40.0 79 40 05/19/17 10:21 79-00-5
1,1-Dichloroethane <9.7 ug/L 40.0 9.7 40 05/19/17 10:21 75-34-3
1,1-Dichloroethene <16.4 ug/L 40.0 16.4 40 05/19/17 10:21 75-35-4
1,1-Dichloropropene <17.6 ug/L 40.0 17.6 40 05/19/17 10:21 563-58-6
1,2,3-Trichlorobenzene <85.3 ug/L 200 85.3 40 05/19/17 10:21 87-61-6
1,2,3-Trichloropropane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 96-18-4
1,2,4-Trichlorobenzene <88.4 ug/L 200 88.4 40 05/19/17 10:21 120-82-1
1,2,4-Trimethylbenzene 606 ug/L 40.0 20.0 40 05/19/17 10:21 95-63-6
1,2-Dibromo-3-chloropropane <86.6 ug/L 200 86.6 40 05/19/17 10:21 96-12-8
1,2-Dibromoethane (EDB) <7.1 ug/L 40.0 71 40 05/19/17 10:21 106-93-4
1,2-Dichlorobenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 95-50-1
1,2-Dichloroethane <6.7 ug/L 40.0 6.7 40 05/19/17 10:21 107-06-2
1,2-Dichloropropane <9.3 ug/L 40.0 93 40 05/19/17 10:21 78-87-5
1,3,5-Trimethylbenzene 68.5 ug/L 40.0 20.0 40 05/19/17 10:21 108-67-8
1,3-Dichlorobenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 541-73-1
1,3-Dichloropropane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 142-28-9
1,4-Dichlorobenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 106-46-7
2,2-Dichloropropane <19.4 ug/L 40.0 194 40 05/19/17 10:21 594-20-7
2-Chlorotoluene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 95-49-8
4-Chlorotoluene <8.5 ug/L 40.0 85 40 05/19/17 10:21 106-43-4
Benzene 3930 ug/L 40.0 20.0 40 05/19/17 10:21 71-43-2
Bromobenzene <9.2 ug/L 40.0 9.2 40 05/19/17 10:21 108-86-1
Bromochloromethane <13.6 ug/L 40.0 13.6 40 05/19/17 10:21 74-97-5
Bromodichloromethane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 75-27-4
Bromoform <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 75-25-2
Bromomethane <97.4 ug/L 200 97.4 40 05/19/17 10:21 74-83-9
Carbon tetrachloride <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 56-23-5
Chlorobenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 108-90-7
Chloroethane <15.0 ug/L 40.0 150 40 05/19/17 10:21 75-00-3
Chloroform <100 ug/L 200 100 40 05/19/17 10:21 67-66-3
Chloromethane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 74-87-3
Dibromochloromethane <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 124-48-1
Dibromomethane <17.1 ug/L 40.0 171 40 05/19/17 10:21 74-95-3
Dichlorodifluoromethane <9.0 ug/L 40.0 9.0 40 05/19/17 10:21 75-71-8
Ethylbenzene 602 ug/L 40.0 20.0 40 05/19/17 10:21 100-41-4
Hexachloro-1,3-butadiene <84.2 ug/L 200 84.2 40 05/19/17 10:21 87-68-3
Isopropylbenzene (Cumene) 10.4J ug/L 40.0 57 40 05/19/17 10:21 98-82-8
Methyl-tert-butyl ether <7.0 ug/L 40.0 7.0 40 05/19/17 10:21 1634-04-4
Methylene Chloride <9.3 ug/L 40.0 93 40 05/19/17 10:21 75-09-2
Naphthalene <100 ug/L 200 100 40 05/19/17 10:21 91-20-3
Styrene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 100-42-5
Tetrachloroethene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 127-18-4
Toluene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 108-88-3

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-4/T68

Lab ID: 40150095022

Collected: 05/16/17 14:15 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <13.2 ug/L 40.0 13.2 40 05/19/17 10:21 79-01-6
Trichlorofluoromethane <7.4 ug/L 40.0 74 40 05/19/17 10:21 75-69-4
Vinyl chloride <7.0 ug/L 40.0 7.0 40 05/19/17 10:21 75-01-4
cis-1,2-Dichloroethene <10.2 ug/L 40.0 10.2 40 05/19/17 10:21 156-59-2
cis-1,3-Dichloropropene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 10061-01-5
mé&p-Xylene 1580 ug/L 80.0 40.0 40 05/19/17 10:21 179601-23-1
n-Butylbenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 104-51-8
n-Propylbenzene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 103-65-1
o-Xylene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 95-47-6
p-lsopropyltoluene <20.0 ug/L 40.0 20.0 40 05/19/17 10:21 99-87-6
sec-Butylbenzene <87.4 ug/L 200 87.4 40 05/19/17 10:21 135-98-8
tert-Butylbenzene <7.2 ug/L 40.0 72 40 05/19/17 10:21 98-06-6
trans-1,2-Dichloroethene <10.3 ug/L 40.0 10.3 40 05/19/17 10:21 156-60-5
trans-1,3-Dichloropropene <9.2 ug/L 40.0 9.2 40 05/19/17 10:21 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 91 % 61-118 40 05/19/17 10:21 460-00-4
Dibromofluoromethane (S) 95 % 67-124 40 05/19/17 10:21 1868-53-7
Toluene-d8 (S) 99 % 80-120 40 05/19/17 10:21 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
Sample: MW-5/T66 Lab ID: 40150095023 Collected: 05/16/17 11:20 Received: 05/17/17 10:30 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <36.1 ug/L 200 36.1 200 05/18/17 15:16 630-20-6
1,1,1-Trichloroethane <100 ug/L 200 100 200 05/18/17 15:16 71-55-6
1,1,2,2-Tetrachloroethane <49.9 ug/L 200 49.9 200 05/18/17 15:16 79-34-5
1,1,2-Trichloroethane <39.5 ug/L 200 39.5 200 05/18/17 15:16 79-00-5
1,1-Dichloroethane <48.3 ug/L 200 48.3 200 05/18/17 15:16 75-34-3
1,1-Dichloroethene <82.0 ug/L 200 82.0 200 05/18/17 15:16 75-35-4
1,1-Dichloropropene <88.2 ug/L 200 88.2 200 05/18/17 15:16 563-58-6
1,2,3-Trichlorobenzene <427 ug/L 1000 427 200 05/18/17 15:16 87-61-6
1,2,3-Trichloropropane <100 ug/L 200 100 200 05/18/17 15:16 96-18-4
1,2,4-Trichlorobenzene <442 ug/L 1000 442 200 05/18/17 15:16 120-82-1
1,2,4-Trimethylbenzene 2350 ug/L 200 100 200 05/18/17 15:16 95-63-6
1,2-Dibromo-3-chloropropane <433 ug/L 1000 433 200 05/18/17 15:16 96-12-8
1,2-Dibromoethane (EDB) <35.6 ug/L 200 35.6 200 05/18/17 15:16 106-93-4
1,2-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 15:16 95-50-1
1,2-Dichloroethane <33.6 ug/L 200 33.6 200 05/18/17 15:16 107-06-2
1,2-Dichloropropane <46.6 ug/L 200 46.6 200 05/18/17 15:16 78-87-5
1,3,5-Trimethylbenzene 552 ug/L 200 100 200 05/18/17 15:16 108-67-8
1,3-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 15:16 541-73-1
1,3-Dichloropropane <100 ug/L 200 100 200 05/18/17 15:16 142-28-9
1,4-Dichlorobenzene <100 ug/L 200 100 200 05/18/17 15:16 106-46-7
2,2-Dichloropropane <96.8 ug/L 200 96.8 200 05/18/17 15:16 594-20-7
2-Chlorotoluene <100 ug/L 200 100 200 05/18/17 15:16 95-49-8
4-Chlorotoluene <42.7 ug/L 200 42.7 200 05/18/17 15:16 106-43-4
Benzene 10600 ug/L 200 100 200 05/18/17 15:16 71-43-2
Bromobenzene <46.0 ug/L 200 46.0 200 05/18/17 15:16 108-86-1
Bromochloromethane <68.1 ug/L 200 68.1 200 05/18/17 15:16 74-97-5
Bromodichloromethane <100 ug/L 200 100 200 05/18/17 15:16 75-27-4
Bromoform <100 ug/L 200 100 200 05/18/17 15:16 75-25-2
Bromomethane <487 ug/L 1000 487 200 05/18/17 15:16 74-83-9
Carbon tetrachloride <100 ug/L 200 100 200 05/18/17 15:16 56-23-5
Chlorobenzene <100 ug/L 200 100 200 05/18/17 15:16 108-90-7
Chloroethane <74.9 ug/L 200 749 200 05/18/17 15:16 75-00-3
Chloroform <500 ug/L 1000 500 200 05/18/17 15:16 67-66-3
Chloromethane <100 ug/L 200 100 200 05/18/17 15:16 74-87-3
Dibromochloromethane <100 ug/L 200 100 200 05/18/17 15:16 124-48-1
Dibromomethane <85.3 ug/L 200 85.3 200 05/18/17 15:16 74-95-3
Dichlorodifluoromethane <44.8 ug/L 200 44.8 200 05/18/17 15:16 75-71-8
Ethylbenzene 2950 ug/L 200 100 200 05/18/17 15:16 100-41-4
Hexachloro-1,3-butadiene <421 ug/L 1000 421 200 05/18/17 15:16 87-68-3
Isopropylbenzene (Cumene) 74.43 ug/L 200 28.7 200 05/18/17 15:16 98-82-8
Methyl-tert-butyl ether <34.8 ug/L 200 34.8 200 05/18/17 15:16 1634-04-4
Methylene Chloride <46.5 ug/L 200 46.5 200 05/18/17 15:16 75-09-2
Naphthalene <500 ug/L 1000 500 200 05/18/17 15:16 91-20-3
Styrene <100 ug/L 200 100 200 05/18/17 15:16 100-42-5
Tetrachloroethene <100 ug/L 200 100 200 05/18/17 15:16 127-18-4
Toluene 16300 ug/L 200 100 200 05/18/17 15:16 108-88-3

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T66

Lab ID: 40150095023

Collected: 05/16/17 11:20 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <66.1 ug/L 200 66.1 200 05/18/17 15:16 79-01-6
Trichlorofluoromethane <37.0 ug/L 200 37.0 200 05/18/17 15:16 75-69-4
Vinyl chloride <35.1 ug/L 200 351 200 05/18/17 15:16 75-01-4
cis-1,2-Dichloroethene <51.2 ug/L 200 51.2 200 05/18/17 15:16 156-59-2
cis-1,3-Dichloropropene <100 ug/L 200 100 200 05/18/17 15:16 10061-01-5
mé&p-Xylene 13700 ug/L 400 200 200 05/18/17 15:16 179601-23-1
n-Butylbenzene <100 ug/L 200 100 200 05/18/17 15:16 104-51-8
n-Propylbenzene 209 ug/L 200 100 200 05/18/17 15:16 103-65-1
o-Xylene 5030 ug/L 200 100 200 05/18/17 15:16 95-47-6
p-lsopropyltoluene <100 ug/L 200 100 200 05/18/17 15:16 99-87-6
sec-Butylbenzene <437 ug/L 1000 437 200 05/18/17 15:16 135-98-8
tert-Butylbenzene <36.1 ug/L 200 36.1 200 05/18/17 15:16 98-06-6
trans-1,2-Dichloroethene <51.3 ug/L 200 51.3 200 05/18/17 15:16 156-60-5
trans-1,3-Dichloropropene <45.9 ug/L 200 459 200 05/18/17 15:16 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 93 % 61-118 200 05/18/17 15:16 460-00-4
Dibromofluoromethane (S) 89 % 67-124 200 05/18/17 15:16 1868-53-7
Toluene-d8 (S) 98 % 80-120 200 05/18/17 15:16 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T68

Lab ID: 40150095024

Collected: 05/16/17 11:40 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <113 ug/L 625 113 625 05/18/17 15:39 630-20-6
1,1,1-Trichloroethane <312 ug/L 625 312 625 05/18/17 15:39 71-55-6
1,1,2,2-Tetrachloroethane <156 ug/L 625 156 625 05/18/17 15:39 79-34-5
1,1,2-Trichloroethane <123 ug/L 625 123 625 05/18/17 15:39 79-00-5
1,1-Dichloroethane <151 ug/L 625 151 625 05/18/17 15:39 75-34-3
1,1-Dichloroethene <256 ug/L 625 256 625 05/18/17 15:39 75-35-4
1,1-Dichloropropene <276 ug/L 625 276 625 05/18/17 15:39 563-58-6
1,2,3-Trichlorobenzene <1330 ug/L 3120 1330 625 05/18/17 15:39 87-61-6
1,2,3-Trichloropropane <312 ug/L 625 312 625 05/18/17 15:39 96-18-4
1,2,4-Trichlorobenzene <1380 ug/L 3120 1380 625 05/18/17 15:39 120-82-1
1,2,4-Trimethylbenzene 2830 ug/L 625 312 625 05/18/17 15:39 95-63-6
1,2-Dibromo-3-chloropropane <1350 ug/L 3120 1350 625 05/18/17 15:39 96-12-8
1,2-Dibromoethane (EDB) <111 ug/L 625 111 625 05/18/17 15:39 106-93-4
1,2-Dichlorobenzene <312 ug/L 625 312 625 05/18/17 15:39 95-50-1
1,2-Dichloroethane <105 ug/L 625 105 625 05/18/17 15:39 107-06-2
1,2-Dichloropropane <146 ug/L 625 146 625 05/18/17 15:39 78-87-5
1,3,5-Trimethylbenzene 991 ug/L 625 312 625 05/18/17 15:39 108-67-8
1,3-Dichlorobenzene <312 ug/L 625 312 625 05/18/17 15:39 541-73-1
1,3-Dichloropropane <312 ug/L 625 312 625 05/18/17 15:39 142-28-9
1,4-Dichlorobenzene <312 ug/L 625 312 625 05/18/17 15:39 106-46-7
2,2-Dichloropropane <302 ug/L 625 302 625 05/18/17 15:39 594-20-7
2-Chlorotoluene <312 ug/L 625 312 625 05/18/17 15:39 95-49-8
4-Chlorotoluene <134 ug/L 625 134 625 05/18/17 15:39 106-43-4
Benzene 25600 ug/L 625 312 625 05/18/17 15:39 71-43-2
Bromobenzene <144 ug/L 625 144 625 05/18/17 15:39 108-86-1
Bromochloromethane <213 ug/L 625 213 625 05/18/17 15:39 74-97-5
Bromodichloromethane <312 ug/L 625 312 625 05/18/17 15:39 75-27-4
Bromoform <312 ug/L 625 312 625 05/18/17 15:39 75-25-2
Bromomethane <1520 ug/L 3120 1520 625 05/18/17 15:39 74-83-9
Carbon tetrachloride <312 ug/L 625 312 625 05/18/17 15:39 56-23-5
Chlorobenzene <312 ug/L 625 312 625 05/18/17 15:39 108-90-7
Chloroethane <234 ug/L 625 234 625 05/18/17 15:39 75-00-3
Chloroform <1560 ug/L 3120 1560 625 05/18/17 15:39 67-66-3
Chloromethane <312 ug/L 625 312 625 05/18/17 15:39 74-87-3
Dibromochloromethane <312 ug/L 625 312 625 05/18/17 15:39 124-48-1
Dibromomethane <267 ug/L 625 267 625 05/18/17 15:39 74-95-3
Dichlorodifluoromethane <140 ug/L 625 140 625 05/18/17 15:39 75-71-8
Ethylbenzene 3200 ug/L 625 312 625 05/18/17 15:39 100-41-4
Hexachloro-1,3-butadiene <1320 ug/L 3120 1320 625 05/18/17 15:39 87-68-3
Isopropylbenzene (Cumene) <89.6 ug/L 625 89.6 625 05/18/17 15:39 98-82-8
Methyl-tert-butyl ether <109 ug/L 625 109 625 05/18/17 15:39 1634-04-4
Methylene Chloride <145 ug/L 625 145 625 05/18/17 15:39 75-09-2
Naphthalene <1560 ug/L 3120 1560 625 05/18/17 15:39 91-20-3
Styrene <312 ug/L 625 312 625 05/18/17 15:39 100-42-5
Tetrachloroethene <312 ug/L 625 312 625 05/18/17 15:39 127-18-4
Toluene 42700 ug/L 625 312 625 05/18/17 15:39 108-88-3

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T68

Lab ID: 40150095024

Collected: 05/16/17 11:40 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <207 ug/L 625 207 625 05/18/17 15:39 79-01-6
Trichlorofluoromethane <116 ug/L 625 116 625 05/18/17 15:39 75-69-4
Vinyl chloride <110 ug/L 625 110 625 05/18/17 15:39 75-01-4
cis-1,2-Dichloroethene <160 ug/L 625 160 625 05/18/17 15:39 156-59-2
cis-1,3-Dichloropropene <312 ug/L 625 312 625 05/18/17 15:39 10061-01-5
mé&p-Xylene 16500 ug/L 1250 625 625 05/18/17 15:39 179601-23-1
n-Butylbenzene 623J ug/L 625 312 625 05/18/17 15:39 104-51-8
n-Propylbenzene <312 ug/L 625 312 625 05/18/17 15:39 103-65-1
o-Xylene 6700 ug/L 625 312 625 05/18/17 15:39 95-47-6
p-lsopropyltoluene <312 ug/L 625 312 625 05/18/17 15:39 99-87-6
sec-Butylbenzene <1370 ug/L 3120 1370 625 05/18/17 15:39 135-98-8
tert-Butylbenzene <113 ug/L 625 113 625 05/18/17 15:39 98-06-6
trans-1,2-Dichloroethene <160 ug/L 625 160 625 05/18/17 15:39 156-60-5
trans-1,3-Dichloropropene <144 ug/L 625 144 625 05/18/17 15:39 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 88 % 61-118 625 05/18/17 15:39 460-00-4
Dibromofluoromethane (S) 95 % 67-124 625 05/18/17 15:39 1868-53-7
Toluene-d8 (S) 103 % 80-120 625 05/18/17 15:39 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
Sample: MW-6/T68 Lab ID: 40150095025 Collected: 05/16/17 11:30 Received: 05/17/17 10:30 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <18.1 ug/L 100 18.1 100 05/18/17 16:01
1,1,1-Trichloroethane <50.0 ug/L 100 50.0 100 05/18/17 16:01
1,1,2,2-Tetrachloroethane <24.9 ug/L 100 249 100 05/18/17 16:01
1,1,2-Trichloroethane <19.7 ug/L 100 19.7 100 05/18/17 16:01
1,1-Dichloroethane <24.2 ug/L 100 242 100 05/18/17 16:01
1,1-Dichloroethene <41.0 ug/L 100 41.0 100 05/18/17 16:01
1,1-Dichloropropene <44.1 ug/L 100 44.1 100 05/18/17 16:01
1,2,3-Trichlorobenzene <213 ug/L 500 213 100 05/18/17 16:01
1,2,3-Trichloropropane <50.0 ug/L 100 50.0 100 05/18/17 16:01
1,2,4-Trichlorobenzene <221 ug/L 500 221 100 05/18/17 16:01
1,2,4-Trimethylbenzene 3070 ug/L 100 50.0 100 05/18/17 16:01
1,2-Dibromo-3-chloropropane <216 ug/L 500 216 100 05/18/17 16:01
1,2-Dibromoethane (EDB) <17.8 ug/L 100 17.8 100 05/18/17 16:01
1,2-Dichlorobenzene <50.0 ug/L 100 50.0 100 05/18/17 16:01
1,2-Dichloroethane 240 ug/L 100 16.8 100 05/18/17 16:01
1,2-Dichloropropane <23.3 ug/L 100 23.3 100 05/18/17 16:01
1,3,5-Trimethylbenzene 858 ug/L 100 50.0 100 05/18/17 16:01
1,3-Dichlorobenzene <50.0 ug/L 100 50.0 100 05/18/17 16:01
1,3-Dichloropropane <50.0 ug/L 100 50.0 100 05/18/17 16:01
1,4-Dichlorobenzene <50.0 ug/L 100 50.0 100 05/18/17 16:01
2,2-Dichloropropane <48.4 ug/L 100 48.4 100 05/18/17 16:01
2-Chlorotoluene <50.0 ug/L 100 50.0 100 05/18/17 16:01
4-Chlorotoluene <21.4 ug/L 100 21.4 100 05/18/17 16:01
Benzene 21000 ug/L 100 50.0 100 05/18/17 16:01
Bromobenzene <23.0 ug/L 100 23.0 100 05/18/17 16:01
Bromochloromethane <34.0 ug/L 100 34.0 100 05/18/17 16:01
Bromodichloromethane <50.0 ug/L 100 50.0 100 05/18/17 16:01
Bromoform <50.0 ug/L 100 50.0 100 05/18/17 16:01
Bromomethane <243 ug/L 500 243 100 05/18/17 16:01
Carbon tetrachloride <50.0 ug/L 100 50.0 100 05/18/17 16:01
Chlorobenzene <50.0 ug/L 100 50.0 100 05/18/17 16:01
Chloroethane <37.5 ug/L 100 37.5 100 05/18/17 16:01
Chloroform <250 ug/L 500 250 100 05/18/17 16:01
Chloromethane <50.0 ug/L 100 50.0 100 05/18/17 16:01
Dibromochloromethane <50.0 ug/L 100 50.0 100 05/18/17 16:01
Dibromomethane <42.7 ug/L 100 42.7 100 05/18/17 16:01
Dichlorodifluoromethane <22.4 ug/L 100 22.4 100 05/18/17 16:01
Ethylbenzene 1170 ug/L 100 50.0 100 05/18/17 16:01
Hexachloro-1,3-butadiene <211 ug/L 500 211 100 05/18/17 16:01
Isopropylbenzene (Cumene) 30.8J ug/L 100 14.3 100 05/18/17 16:01
Methyl-tert-butyl ether <17.4 ug/L 100 17.4 100 05/18/17 16:01 1634-04-4
Methylene Chloride <23.3 ug/L 100 23.3 100 05/18/17 16:01
Naphthalene 273J ug/L 500 250 100 05/18/17 16:01
Styrene <50.0 ug/L 100 50.0 100 05/18/17 16:01
Tetrachloroethene <50.0 ug/L 100 50.0 100 05/18/17 16:01
Toluene 19600 ug/L 100 50.0 100 05/18/17 16:01

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-6/T68

Lab ID: 40150095025

Collected: 05/16/17 11:30 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <33.1 ug/L 100 33.1 100 05/18/17 16:01 79-01-6
Trichlorofluoromethane <18.5 ug/L 100 18,5 100 05/18/17 16:01 75-69-4
Vinyl chloride <17.6 ug/L 100 17.6 100 05/18/17 16:01 75-01-4
cis-1,2-Dichloroethene <25.6 ug/L 100 25.6 100 05/18/17 16:01 156-59-2
cis-1,3-Dichloropropene <50.0 ug/L 100 50.0 100 05/18/17 16:01 10061-01-5
mé&p-Xylene 14500 ug/L 200 100 100 05/18/17 16:01 179601-23-1
n-Butylbenzene <50.0 ug/L 100 50.0 100 05/18/17 16:01 104-51-8
n-Propylbenzene 81.8J ug/L 100 50.0 100 05/18/17 16:01 103-65-1
o-Xylene 6480 ug/L 100 50.0 100 05/18/17 16:01 95-47-6
p-lsopropyltoluene <50.0 ug/L 100 50.0 100 05/18/17 16:01 99-87-6
sec-Butylbenzene <219 ug/L 500 219 100 05/18/17 16:01 135-98-8
tert-Butylbenzene <18.0 ug/L 100 18.0 100 05/18/17 16:01 98-06-6
trans-1,2-Dichloroethene <25.7 ug/L 100 25.7 100 05/18/17 16:01 156-60-5
trans-1,3-Dichloropropene <23.0 ug/L 100 23.0 100 05/18/17 16:01 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 93 % 61-118 100 05/18/17 16:01 460-00-4
Dibromofluoromethane (S) 93 % 67-124 100 05/18/17 16:01 1868-53-7
Toluene-d8 (S) 98 % 80-120 100 05/18/17 16:01 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: TRIP BLANK

Lab ID: 40150095029

Collected: 05/16/17 00:00 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 05/19/17 09:59
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 05/19/17 09:59
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 05/19/17 09:59
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 05/19/17 09:59
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 05/19/17 09:59
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 05/19/17 09:59
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 05/19/17 09:59
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 05/19/17 09:59
1,2,4-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 05/19/17 09:59
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 05/19/17 09:59
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 05/19/17 09:59
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 05/19/17 09:59
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 05/19/17 09:59
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 05/19/17 09:59
Benzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Bromobenzene <0.23 ug/L 1.0 0.23 1 05/19/17 09:59
Bromochloromethane <0.34 ug/L 1.0 0.34 1 05/19/17 09:59
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Bromoform <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Bromomethane <2.4 ug/L 5.0 2.4 1 05/19/17 09:59
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Chlorobenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Chloroethane <0.37 ug/L 1.0 0.37 1 05/19/17 09:59
Chloroform <2.5 ug/L 5.0 25 1 05/19/17 09:59
Chloromethane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Dibromomethane <0.43 ug/L 1.0 0.43 1 05/19/17 09:59
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 05/19/17 09:59
Ethylbenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 05/19/17 09:59
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 05/19/17 09:59
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 05/19/17 09:59 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 05/19/17 09:59
Naphthalene <2.5 ug/L 5.0 25 1 05/19/17 09:59
Styrene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59
Toluene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.
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Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: TRIP BLANK

Lab ID: 40150095029

Collected: 05/16/17 00:00 Received: 05/17/17 10:30 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 05/19/17 09:59 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 05/19/17 09:59 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 05/19/17 09:59 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 05/19/17 09:59 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59 10061-01-5
mé&p-Xylene <1.0 ug/L 2.0 1.0 1 05/19/17 09:59 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59 103-65-1
o-Xylene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 05/19/17 09:59 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 05/19/17 09:59 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 05/19/17 09:59 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 05/19/17 09:59 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 05/19/17 09:59 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 80 % 61-118 1 05/19/17 09:59 460-00-4
Dibromofluoromethane (S) 96 % 67-124 1 05/19/17 09:59 1868-53-7
Toluene-d8 (S) 99 % 80-120 1 05/19/17 09:59 2037-26-5

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC

1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

QC Batch: 255985 Analysis Method: EPA 8021

QC Batch Method:  EPA 8021 Analysis Description: 8021 GCV BTEX

Associated Lab Samples:

40150095001, 40150095002, 40150095003, 40150095004, 40150095005, 40150095006, 40150095007,

40150095008
METHOD BLANK: 1509027 Matrix: Water
Associated Lab Samples: 40150095001, 40150095002, 40150095003, 40150095004, 40150095005, 40150095006, 40150095007,
40150095008
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.42 1.0 05/19/17 08:32
1,3,5-Trimethylbenzene ug/L <0.42 1.0 05/19/17 08:32
Benzene ug/L <0.40 1.0 05/19/17 08:32
Ethylbenzene ug/L <0.39 1.0 05/19/17 08:32
mé&p-Xylene ug/L <0.80 2.0 05/19/17 08:32
Methyl-tert-butyl ether ug/L <0.48 1.0 05/19/17 08:32
Naphthalene ug/L <0.42 5.0 05/19/17 08:32
0-Xylene ug/L <0.45 1.0 05/19/17 08:32
Toluene ug/L <0.39 1.0 05/19/17 08:32
a,a,a-Trifluorotoluene (S) % 99 85-115 05/19/17 08:32
LABORATORY CONTROL SAMPLE & LCSD: 1509028 1509029
Spike LCS LCSD LCS LCSD % Rec Max
Parameter Units Conc. Result Result % Rec % Rec Limits RPD RPD Qualifiers
1,2,4-Trimethylbenzene ug/L 20 20.5 20.4 102 102 85-115 0 20
1,3,5-Trimethylbenzene ug/L 20 19.8 19.7 99 99 85-115 0 20
Benzene ug/L 20 21.1 21.0 106 105 85-115 1 20
Ethylbenzene ug/L 20 20.8 20.7 104 103 85-115 1 20
mé&p-Xylene ug/L 40 415 411 104 103 85-115 1 20
Methyl-tert-butyl ether ug/L 20 19.4 18.6 97 93 85-115 4 20
Naphthalene ug/L 20 22.7 22.2 113 111 85-122 2 20
0-Xylene ug/L 20 20.8 20.6 104 103 85-115 1 20
Toluene ug/L 20 20.6 20.5 103 102 85-115 1 20
a,a,a-Trifluorotoluene (S) % 100 100 85-115

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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REPORT OF LABORATORY ANALYSIS
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

QC Batch: 255978 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV

Associated Lab Samples:

40150095020, 40150095021, 40150095022, 40150095023, 40150095024, 40150095025, 40150095029

METHOD BLANK: 1509016
Associated Lab Samples:

Matrix: Water

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 05/18/17 10:06
1,1,1-Trichloroethane ug/L <0.50 1.0 05/18/17 10:06
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 05/18/17 10:06
1,1,2-Trichloroethane ug/L <0.20 1.0 05/18/17 10:06
1,1-Dichloroethane ug/L <0.24 1.0 05/18/17 10:06
1,1-Dichloroethene ug/L <0.41 1.0 05/18/17 10:06
1,1-Dichloropropene ug/L <0.44 1.0 05/18/17 10:06
1,2,3-Trichlorobenzene ug/L <2.1 5.0 05/18/17 10:06
1,2,3-Trichloropropane ug/L <0.50 1.0 05/18/17 10:06
1,2,4-Trichlorobenzene ug/L <2.2 5.0 05/18/17 10:06
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/18/17 10:06
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 05/18/17 10:06
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 05/18/17 10:06
1,2-Dichlorobenzene ug/L <0.50 1.0 05/18/17 10:06
1,2-Dichloroethane ug/L <0.17 1.0 05/18/17 10:06
1,2-Dichloropropane ug/L <0.23 1.0 05/18/17 10:06
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/18/17 10:06
1,3-Dichlorobenzene ug/L <0.50 1.0 05/18/17 10:06
1,3-Dichloropropane ug/L <0.50 1.0 05/18/17 10:06
1,4-Dichlorobenzene ug/L <0.50 1.0 05/18/17 10:06
2,2-Dichloropropane ug/L <0.48 1.0 05/18/17 10:06
2-Chlorotoluene ug/L <0.50 1.0 05/18/17 10:06
4-Chlorotoluene ug/L <0.21 1.0 05/18/17 10:06
Benzene ug/L <0.50 1.0 05/18/17 10:06
Bromobenzene ug/L <0.23 1.0 05/18/17 10:06
Bromochloromethane ug/L <0.34 1.0 05/18/17 10:06
Bromodichloromethane ug/L <0.50 1.0 05/18/17 10:06
Bromoform ug/L <0.50 1.0 05/18/17 10:06
Bromomethane ug/L <2.4 5.0 05/18/17 10:06
Carbon tetrachloride ug/L <0.50 1.0 05/18/17 10:06
Chlorobenzene ug/L <0.50 1.0 05/18/17 10:06
Chloroethane ug/L <0.37 1.0 05/18/17 10:06
Chloroform ug/L <2.5 5.0 05/18/17 10:06
Chloromethane ug/L <0.50 1.0 05/18/17 10:06
cis-1,2-Dichloroethene ug/L <0.26 1.0 05/18/17 10:06
cis-1,3-Dichloropropene ug/L <0.50 1.0 05/18/17 10:06
Dibromochloromethane ug/L <0.50 1.0 05/18/17 10:06
Dibromomethane ug/L <0.43 1.0 05/18/17 10:06
Dichlorodifluoromethane ug/L <0.22 1.0 05/18/17 10:06
Ethylbenzene ug/L <0.50 1.0 05/18/17 10:06
Hexachloro-1,3-butadiene ug/L <2.1 5.0 05/18/17 10:06

40150095020, 40150095021, 40150095022, 40150095023, 40150095024, 40150095025, 40150095029

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
METHOD BLANK: 1509016 Matrix: Water

Associated Lab Samples:

40150095020, 40150095021, 40150095022, 40150095023, 40150095024, 40150095025, 40150095029

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 05/18/17 10:06
mé&p-Xylene ug/L <1.0 2.0 05/18/17 10:06
Methyl-tert-butyl ether ug/L <0.17 1.0 05/18/17 10:06
Methylene Chloride ug/L <0.23 1.0 05/18/17 10:06
n-Butylbenzene ug/L <0.50 1.0 05/18/17 10:06
n-Propylbenzene ug/L <0.50 1.0 05/18/17 10:06
Naphthalene ug/L <2.5 5.0 05/18/17 10:06

0-Xylene ug/L <0.50 1.0 05/18/17 10:06
p-lsopropyltoluene ug/L <0.50 1.0 05/18/17 10:06
sec-Butylbenzene ug/L <2.2 5.0 05/18/17 10:06

Styrene ug/L <0.50 1.0 05/18/17 10:06
tert-Butylbenzene ug/L <0.18 1.0 05/18/17 10:06
Tetrachloroethene ug/L <0.50 1.0 05/18/17 10:06

Toluene ug/L <0.50 1.0 05/18/17 10:06
trans-1,2-Dichloroethene ug/L <0.26 1.0 05/18/17 10:06
trans-1,3-Dichloropropene ug/L <0.23 1.0 05/18/17 10:06
Trichloroethene ug/L <0.33 1.0 05/18/17 10:06
Trichlorofluoromethane ug/L <0.18 1.0 05/18/17 10:06

Vinyl chloride ug/L <0.18 1.0 05/18/17 10:06
4-Bromofluorobenzene (S) % 84 61-118 05/18/17 10:06
Dibromofluoromethane (S) % 95 67-124 05/18/17 10:06
Toluene-d8 (S) % 99 80-120 05/18/17 10:06
LABORATORY CONTROL SAMPLE: 1509017

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 50 49.1 98 85-130
1,1,2,2-Tetrachloroethane ug/L 50 46.6 93 72-114
1,1,2-Trichloroethane ug/L 50 57.0 114 80-120
1,1-Dichloroethane ug/L 50 46.3 93 71-132
1,1-Dichloroethene ug/L 50 47.4 95 75-130
1,2,4-Trichlorobenzene ug/L 50 49.2 98 74-117
1,2-Dibromo-3-chloropropane ug/L 50 40.3 81 63-121
1,2-Dibromoethane (EDB) ug/L 50 54.8 110 80-120
1,2-Dichlorobenzene ug/L 50 51.3 103 80-120
1,2-Dichloroethane ug/L 50 46.8 94 79-131
1,2-Dichloropropane ug/L 50 57.3 115 80-120
1,3-Dichlorobenzene ug/L 50 49.2 98 80-120
1,4-Dichlorobenzene ug/L 50 50.8 102 80-120
Benzene ug/L 50 56.0 112 81-142
Bromodichloromethane ug/L 50 49.0 98 80-120
Bromoform ug/L 50 55.0 110 67-122
Bromomethane ug/L 50 40.0 80 40-128
Carbon tetrachloride ug/L 50 48.6 97 85-133

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
LABORATORY CONTROL SAMPLE: 1509017
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 50 56.1 112 80-120
Chloroethane ug/L 50 53.8 108 58-120
Chloroform ug/L 50 48.2 96 80-121
Chloromethane ug/L 50 46.9 94 40-127
cis-1,2-Dichloroethene ug/L 50 54.6 109 83-129
cis-1,3-Dichloropropene ug/L 50 48.8 98 80-120
Dibromochloromethane ug/L 50 55.2 110 80-120
Dichlorodifluoromethane ug/L 50 42.0 84 20-135
Ethylbenzene ug/L 50 57.3 115 87-129
Isopropylbenzene (Cumene) ug/L 50 58.0 116 82-128
mé&p-Xylene ug/L 100 124 124 87-130
Methyl-tert-butyl ether ug/L 50 46.1 92 66-143
Methylene Chloride ug/L 50 43.4 87 73-126
0-Xylene ug/L 50 59.5 119 84-130
Styrene ug/L 50 59.9 120 82-122
Tetrachloroethene ug/L 50 57.2 114 80-120
Toluene ug/L 50 60.1 120 82-130
trans-1,2-Dichloroethene ug/L 50 46.5 93 75-132
trans-1,3-Dichloropropene ug/L 50 52.6 105 71-114
Trichloroethene ug/L 50 53.8 108 80-120
Trichlorofluoromethane ug/L 50 44.8 90 82-133
Vinyl chloride ug/L 50 54.3 109 57-136
4-Bromofluorobenzene (S) % 99 61-118
Dibromofluoromethane (S) % 92 67-124
Toluene-d8 (S) % 103 80-120
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1509302 1509303
MS MSD
40150015002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <1.0 50 50 48.2 49.2 96 98 85-134 2 20
1,1,2,2-Tetrachloroethane ug/L <1.0 50 50 49.0 51.6 98 103 72-114 5 20
1,1,2-Trichloroethane ug/L <1.0 50 50 54.5 54.7 109 109 80-120 0 20
1,1-Dichloroethane ug/L <1.0 50 50 46.0 45.8 92 92 71-133 0 20
1,1-Dichloroethene ug/L <1.0 50 50 47.3 44.0 95 88 75-136 7 20
1,2,4-Trichlorobenzene ug/L <5.0 50 50 56.7 46.6 113 93 74-117 20 20
1,2-Dibromo-3- ug/L <5.0 50 50 43.1 38.8 86 78 63-123 11 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <1.0 50 50 52.2 54.9 104 110 80-120 5 20
1,2-Dichlorobenzene ug/L <1.0 50 50 55.0 51.3 110 103 80-120 7 20
1,2-Dichloroethane ug/L <1.0 50 50 45.0 42.7 90 85 79-131 5 20
1,2-Dichloropropane ug/L <1.0 50 50 54.6 55.4 109 111  80-120 2 20
1,3-Dichlorobenzene ug/L <1.0 50 50 48.5 49.2 97 98 80-120 1 20
1,4-Dichlorobenzene ug/L <1.0 50 50 495 50.6 99 101 80-120 2 20
Benzene ug/L <1.0 50 50 54.8 53.3 110 107 81-142 3 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1509302 1509303
MS MSD
40150015002  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <1.0 50 50 47.4 48.2 95 96 80-120 2 20
Bromoform ug/L <1.0 50 50 49.7 53.5 99 107 67-122 7 20
Bromomethane ug/L <5.0 50 50 41.7 40.3 83 81 40-129 4 20
Carbon tetrachloride ug/L <1.0 50 50 48.1 49.1 96 98 85-134 2 20
Chlorobenzene ug/L <1.0 50 50 53.7 54.6 107 109 80-120 2 20
Chloroethane ug/L <1.0 50 50 51.5 50.7 103 101 58-120 2 20
Chloroform ug/L <5.0 50 50 47.3 48.3 95 97 80-121 2 20
Chloromethane ug/L <1.0 50 50 42.8 50.8 86 102 40-128 17 20
cis-1,2-Dichloroethene ug/L <1.0 50 50 53.2 54.1 106 108 83-129 2 20
cis-1,3-Dichloropropene ug/L <1.0 50 50 48.0 46.9 96 94  80-120 2 20
Dibromochloromethane ug/L <1.0 50 50 52.2 55.2 104 110 80-120 5 20
Dichlorodifluoromethane ug/L <1.0 50 50 38.3 41.0 77 82 20-146 7 20
Ethylbenzene ug/L <1.0 50 50 54.5 57.3 109 115 87-129 5 20
Isopropylbenzene (Cumene) ug/L <1.0 50 50 51.1 57.7 102 115 80-128 12 20
mé&p-Xylene ug/L <2.0 100 100 117 121 117 121 87-130 3 20
Methyl-tert-butyl ether ug/L <1.0 50 50 45.6 44.6 91 89 66-143 2 20
Methylene Chloride ug/L <1.0 50 50 44.0 42.3 88 85 73-127 4 20
o-Xylene ug/L <1.0 50 50 55.1 56.6 110 113  84-130 3 20
Styrene ug/L <1.0 50 50 54.3 58.1 109 116 80-122 7 20
Tetrachloroethene ug/L <1.0 50 50 54.4 53.3 109 107 80-120 2 20
Toluene ug/L <1.0 50 50 59.7 54.2 119 108 82-131 10 20
trans-1,2-Dichloroethene ug/L <1.0 50 50 46.6 44.3 93 89 75-135 5 20
trans-1,3-Dichloropropene ug/L <1.0 50 50 49.4 48.9 929 98 71-120 1 20
Trichloroethene ug/L <1.0 50 50 51.3 53.6 103 107 80-120 4 20
Trichlorofluoromethane ug/L <1.0 50 50 44.1 44.4 88 89 76-150 1 20
Vinyl chloride ug/L <1.0 50 50 48.8 53.6 98 107 56-143 9 20
4-Bromofluorobenzene (S) % 85 93 61-118
Dibromofluoromethane (S) % 93 94 67-124
Toluene-d8 (S) % 101 96 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

QC Batch: 256061 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40150095016, 40150095017, 40150095018, 40150095019, 40150095026

40150095009, 40150095010, 40150095011, 40150095012, 40150095013, 40150095014, 40150095015,

METHOD BLANK:
Associated Lab Samples:

1509353

Matrix: Water

40150095016, 40150095017, 40150095018, 40150095019, 40150095026

40150095009, 40150095010, 40150095011, 40150095012, 40150095013, 40150095014, 40150095015,

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/19/17 09:16
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/19/17 09:16
Benzene ug/L <0.50 1.0 05/19/17 09:16
Ethylbenzene ug/L <0.50 1.0 05/19/17 09:16
mé&p-Xylene ug/L <1.0 2.0 05/19/17 09:16
Methyl-tert-butyl ether ug/L <0.17 1.0 05/19/17 09:16
Naphthalene ug/L <2.5 5.0 05/19/17 09:16
0-Xylene ug/L <0.50 1.0 05/19/17 09:16
Toluene ug/L <0.50 1.0 05/19/17 09:16
4-Bromofluorobenzene (S) % 90 61-118 05/19/17 09:16
Dibromofluoromethane (S) % 94 67-124 05/19/17 09:16
Toluene-d8 (S) % 96 80-120 05/19/17 09:16
LABORATORY CONTROL SAMPLE: 1509354
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 50.1 100 81-142
Ethylbenzene ug/L 50 53.9 108 87-129
mé&p-Xylene ug/L 100 116 116 87-130
Methyl-tert-butyl ether ug/L 50 51.3 103 66-143
o-Xylene ug/L 50 57.2 114 84-130
Toluene ug/L 50 53.0 106 82-130
4-Bromofluorobenzene (S) % 101 61-118
Dibromofluoromethane (S) % 94 67-124
Toluene-d8 (S) % 96 80-120
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1509355 1509356
MS MSD
40150111006 Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 50 50 51.3 48.4 103 97 81-142 6 20
Ethylbenzene ug/L <0.50 50 50 54.4 54.0 109 108 87-129 1 20
mé&p-Xylene ug/L <1.0 100 100 117 115 117 115 87-130 2 20
Methyl-tert-butyl ether ug/L <0.17 50 50 54.1 51.0 108 102 66-143 6 20
0-Xylene ug/L <0.50 50 50 58.1 56.3 116 113  84-130 3 20
Toluene ug/L <0.50 50 50 54.0 52.3 108 105 82-131 3 20
4-Bromofluorobenzene (S) 102 103 61-118

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALITY CONTROL DATA

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1509355 1509356
MS MSD
40150111006  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Dibromofluoromethane (S) % 96 94 67-124
Toluene-d8 (S) % 98 98 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
QC Batch: 256183 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER
Associated Lab Samples: 40150095027
METHOD BLANK: 1509959 Matrix: Water
Associated Lab Samples: 40150095027
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/22/17 08:49
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/22/17 08:49
Benzene ug/L <0.50 1.0 05/22/17 08:49
Ethylbenzene ug/L <0.50 1.0 05/22/17 08:49
m&p-Xylene ug/L <1.0 2.0 05/22/17 08:49
Methyl-tert-butyl ether ug/L <0.17 1.0 05/22/17 08:49
Naphthalene ug/L <2.5 5.0 05/22/17 08:49
0-Xylene ug/L <0.50 1.0 05/22/17 08:49
Toluene ug/L <0.50 1.0 05/22/17 08:49
4-Bromofluorobenzene (S) % 98 61-118 05/22/17 08:49
Dibromofluoromethane (S) % 94 67-124 05/22/17 08:49
Toluene-d8 (S) % 100 80-120 05/22/17 08:49
LABORATORY CONTROL SAMPLE: 1509960
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 50 53.6 107 81-142
Ethylbenzene ug/L 50 54.4 109 87-129
mé&p-Xylene ug/L 100 105 105 87-130
Methyl-tert-butyl ether ug/L 50 41.6 83 66-143
0-Xylene ug/L 50 51.0 102 84-130
Toluene ug/L 50 50.7 101 82-130
4-Bromofluorobenzene (S) % 109 61-118
Dibromofluoromethane (S) % 95 67-124
Toluene-d8 (S) % 100 80-120
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1511079 1511080
MS MSD
40150035015  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <1.0 50 50 54.0 55.9 108 112 81-142 3 20
Ethylbenzene ug/L <1.0 50 50 54.6 56.6 109 113 87-129 4 20
mé&p-Xylene ug/L <2.0 100 100 105 110 105 109 87-130 4 20
Methyl-tert-butyl ether ug/L <1.0 50 50 45.2 44.0 20 88 66-143 3 20
o-Xylene ug/L <1.0 50 50 52.0 54.7 104 109 84-130 5 20
Toluene ug/L <1.0 50 50 51.2 53.6 102 107 82-131 4 20
4-Bromofluorobenzene (S) % 108 108 61-118
Dibromofluoromethane (S) % 98 97 67-124

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Project: 34265.003 CALUMET SUPERIOR

Pace Project No.: 40150095

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1511079 1511080
MS MSD
40150035015  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 102 100 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095
QC Batch: 256588 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER
Associated Lab Samples: 40150095028
METHOD BLANK: 1512205 Matrix: Water
Associated Lab Samples: 40150095028
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 05/24/17 08:00
1,3,5-Trimethylbenzene ug/L <0.50 1.0 05/24/17 08:00
Benzene ug/L <0.50 1.0 05/24/17 08:00
Ethylbenzene ug/L <0.50 1.0 05/24/17 08:00
m&p-Xylene ug/L <1.0 2.0 05/24/17 08:00
Methyl-tert-butyl ether ug/L <0.17 1.0 05/24/17 08:00
Naphthalene ug/L <2.5 5.0 05/24/17 08:00
0-Xylene ug/L <0.50 1.0 05/24/17 08:00
Toluene ug/L <0.50 1.0 05/24/17 08:00
4-Bromofluorobenzene (S) % 95 61-118 05/24/17 08:00
Dibromofluoromethane (S) % 99 67-124 05/24/17 08:00
Toluene-d8 (S) % 102 80-120 05/24/17 08:00
LABORATORY CONTROL SAMPLE: 1512206
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
1,2,4-Trimethylbenzene ug/L 50 47.4 95 70-130
1,3,5-Trimethylbenzene ug/L 50 47.9 96 70-130
Benzene ug/L 50 45.6 91 81-142
Ethylbenzene ug/L 50 49.7 99 87-129
mé&p-Xylene ug/L 100 102 102 87-130
Methyl-tert-butyl ether ug/L 50 56.1 112 66-143
Naphthalene ug/L 50 46.7 93 70-130
0-Xylene ug/L 50 50.6 101 84-130
Toluene ug/L 50 48.2 96 82-130
4-Bromofluorobenzene (S) % 105 61-118
Dibromofluoromethane (S) % 99 67-124
Toluene-d8 (S) % 102 80-120

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALIFIERS

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

DEFINITIONS

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above LOD.

J - Estimated concentration at or above the LOD and below the LOQ.

LOD - Limit of Detection adjusted for dilution factor and percent moisture.

LOQ - Limit of Quantitation adjusted for dilution factor and percent moisture.

S - Surrogate

1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The result for each analyte is
a combined concentration.

Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)

MS(D) - Matrix Spike (Duplicate)

DUP - Sample Duplicate

RPD - Relative Percent Difference

NC - Not Calculable.

SG - Silica Gel - Clean-Up

U - Indicates the compound was analyzed for, but not detected at or above the adjusted LOD.

N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.

Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.

LABORATORIES

PASI-G Pace Analytical Services - Green Bay

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
Date: 05/25/2017 11:33 AM without the written consent of Pace Analytical Services, LLC. Page 58 of 63



Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

QUALITY CONTROL DATA CROSS REFERENCE TABLE

Green Bay, WI 54302

(920)469-2436

Project: 34265.003 CALUMET SUPERIOR
Pace Project No.: 40150095

Analytical
Lab ID Sample ID QC Batch Method QC Batch Analytical Method Batch
40150095001 MW-12 EPA 8021 255985
40150095002 MW-13 EPA 8021 255985
40150095003 Pz-13 EPA 8021 255985
40150095004 MW-19 EPA 8021 255985
40150095005 MW-20 EPA 8021 255985
40150095006 MW-21 EPA 8021 255985
40150095007 pPz-21 EPA 8021 255985
40150095008 MW-22 EPA 8021 255985
40150095020 MW-1/T68 EPA 8260 255978
40150095021 MW-2/T68 EPA 8260 255978
40150095022 MW-4/T68 EPA 8260 255978
40150095023 MW-5/T66 EPA 8260 255978
40150095024 MW-5/T68 EPA 8260 255978
40150095025 MW-6/T68 EPA 8260 255978
40150095029 TRIP BLANK EPA 8260 255978
40150095009 MW-1/CW EPA 8260 256061
40150095010 MW-2/CW EPA 8260 256061
40150095011 MW-3/CW EPA 8260 256061
40150095012 MW-4/CW EPA 8260 256061
40150095013 MW-1/T40 EPA 8260 256061
40150095014 MW-2/T40 EPA 8260 256061
40150095015 MW-4/T40 EPA 8260 256061
40150095016 MW-5/T40 EPA 8260 256061
40150095017 MW-6/T40 EPA 8260 256061
40150095018 MW-7/T40 EPA 8260 256061
40150095019 TS-1/T40 EPA 8260 256061
40150095026 MW-2R/T70 EPA 8260 256061
40150095027 MW-5/T70 EPA 8260 256183
40150095028 MW-6/T70 EPA 8260 256588

Date: 05/25/2017 11:33 AM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Anaiytical Services, inc.
1241 Believue Street, Suite 9
Green Bay, Wi 54302

Sample Condition Upon Receipt

’_PaceAnalytical _
[Client Name: G?RN’\ Q"H’ fﬁ/{/"\i N4 = NO# . 40150095

::auc:;::nged E;%Ps/;jnrnt Z ;;E Dther: ““ “ \““"'\ ‘ “ ‘ |“

Custody Seal on Cooler/Box Present: [~ yes “° no Sealsintact: I~ yesFho | 4015009
Custody Seal on Samples Present: I~ yes [-no Seals intact: [~ yes @ no
Packing Material: [Bubble Wrap B¢Bubble Bags T~ None . [~ Other

Thermometer Used S ﬂ br) Type of Ice: \'A'@v= Dry None VSamples on ice, cooling process has begun
Cooler Temperature  Uncor: () [Corr: O - Biological Tissue is Frozen: I yes
Temp Blank Present: [ yes X no I~ no Person e:gminink contents:
Temp should be above freezing to 6°C for all sample except Biota. Da't?: _‘Té;l—l‘
Frozen Biota Samples shouid be received < 0°C. Comments: Initials: s
Chain of Custody Present: Kves ONo Ona[1. 8 1ok }(\Q\ \gﬁ Q. e\ "4 ':afvz’r]
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

Project #34265.003

Calumet Superior

November 02, 2017 Reviewed by CCW
11/2/13

Clifford Wright
Gannett Fleming
8025 Excelsior Drive
Madison, WI 53717

RE: Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Dear Clifford Wright:

Enclosed are the analytical results for sample(s) received by the laboratory on October 26, 2017.
The results relate only to the samples included in this report. Results reported herein conform to the
most current, applicable TNI/NELAC standards and the laboratory's Quality Assurance Manual,
where applicable, unless otherwise noted in the body of the report.

If you have any questions concerning this report, please feel free to contact me.

Sincerely,

Dan Milewsky
dan.milewsky@pacelabs.com

(920)469-2436
Project Manager

Enclosures

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

(920)469-2436

Page 1 of 73



Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

CERTIFICATIONS

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Green Bay Certification IDs

1241 Bellevue Street, Green Bay, WI 54302 Virginia VELAP ID: 460263

Florida/NELAP Certification #: E87948 South Carolina Certification #: 83006001
Illinois Certification #: 200050 Texas Certification #: T104704529-14-1
Kentucky UST Certification #: 82 Wisconsin Certification #: 405132750
Louisiana Certification #: 04168 Wisconsin DATCP Certification #: 105-444
Minnesota Certification #: 055-999-334 USDA Soil Permit #: P330-16-00157

New York Certification #: 12064 Federal Fish & Wildlife Permit #: LE51774A-0

North Dakota Certification #: R-150

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 2 of 73



SAMPLE SUMMARY

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

Lab ID Sample ID Matrix Date Collected Date Received
40159507001 MW-1/T40 Water 10/25/17 13:20 10/26/17 10:40
40159507002 MW-4/T40 Water 10/25/17 13:10 10/26/17 10:40
40159507003 MW-5/T40 Water 10/25/17 12:50 10/26/17 10:40
40159507004 MW-6/T40 Water 10/25/17 13:00 10/26/17 10:40
40159507005 MW-7/T40 Water 10/25/17 13:05 10/26/17 10:40
40159507006 TS-1/T40 Water 10/25/17 13:15 10/26/17 10:40
40159507007 MW-1/T68 Water 10/25/17 13:40 10/26/17 10:40
40159507008 MW-2/T68 Water 10/25/17 13:45 10/26/17 10:40
40159507009 MW-4/T68 Water 10/25/17 13:30 10/26/17 10:40
40159507010 MW-5/T66 Water 10/25/17 13:50 10/26/17 10:40
40159507011 MW-6/T68 Water 10/25/17 13:55 10/26/17 10:40
40159507012 MW-1R/T70 Water 10/25/17 14:25 10/26/17 10:40
40159507013 MW-2R/T70 Water 10/25/17 14:15 10/26/17 10:40
40159507014 MW-3/T70 Water 10/25/17 14:05 10/26/17 10:40
40159507015 MW-4/T70 Water 10/25/17 14:00 10/26/17 10:40
40159507016 MW-5/T70 Water 10/25/17 14:10 10/26/17 10:40
40159507017 MW-6/T70 Water 10/25/17 14:20 10/26/17 10:40
40159507018 LRS-1 Water 10/25/17 11:00 10/26/17 10:40
40159507019 LRS-2 Water 10/25/17 10:45 10/26/17 10:40
40159507020 LRS-3 Water 10/25/17 11:20 10/26/17 10:40
40159507021 LRS-4 Water 10/25/17 11:25 10/26/17 10:40
40159507022 LRS-6 Water 10/25/17 11:10 10/26/17 10:40
40159507023 LRS-7 Water 10/25/17 10:35 10/26/17 10:40
40159507024 MW-1/FL Water 10/25/17 10:10 10/26/17 10:40
40159507025 MW-2/FL Water 10/25/17 10:05 10/26/17 10:40
40159507026 MW-3/FL Water 10/25/17 13:00 10/26/17 10:40
40159507027 MW-9/FL Water 10/25/17 11:30 10/26/17 10:40
40159507028 MW-10/FL Water 10/25/17 11:35 10/26/17 10:40
40159507029 MW-11/FL Water 10/25/17 10:15 10/26/17 10:40
40159507030 MW-13/FL Water 10/25/17 10:20 10/26/17 10:40
40159507031 MW-14/FL Water 10/25/17 10:25 10/26/17 10:40
40159507032 TRIP BLANK Water 10/25/17 00:00 10/26/17 10:40

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,

without the written consent of Pace Analytical Services, LLC.

Page 3 of 73



SAMPLE ANALYTE COUNT

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Analytes
Lab ID Sample ID Method Analysts Reported Laboratory
40159507001 MW-1/T40 EPA 8260 LAP 11 PASI-G
40159507002 MW-4/T40 EPA 8260 LAP 11 PASI-G
40159507003 MW-5/T40 EPA 8260 LAP 11 PASI-G
40159507004 MW-6/T40 EPA 8260 LAP 11 PASI-G
40159507005 MW-7/T40 EPA 8260 LAP 11 PASI-G
40159507006 TS-1/T40 EPA 8260 LAP 11 PASI-G
40159507007 MW-1/T68 EPA 8260 MDS 63 PASI-G
40159507008 MW-2/T68 EPA 8260 MDS 63 PASI-G
40159507009 MW-4/T68 EPA 8260 MDS 63 PASI-G
40159507010 MW-5/T66 EPA 8260 MDS 63 PASI-G
40159507011 MW-6/T68 EPA 8260 HNW 63 PASI-G
40159507012 MW-1R/T70 EPA 8260 LAP 12 PASI-G
40159507013 MW-2R/T70 EPA 8260 LAP 12 PASI-G
40159507014 MW-3/T70 EPA 8260 MDS 12 PASI-G
40159507015 MW-4/T70 EPA 8260 LAP 12 PASI-G
40159507016 MW-5/T70 EPA 8260 MDS 12 PASI-G
40159507017 MW-6/T70 EPA 8260 LAP 12 PASI-G
40159507018 LRS-1 EPA 8021 ALD 9 PASI-G
40159507019 LRS-2 EPA 8021 ALD 9 PASI-G
40159507020 LRS-3 EPA 8021 ALD 9 PASI-G
40159507021 LRS-4 EPA 8021 ALD 9 PASI-G
40159507022 LRS-6 EPA 8021 ALD 9 PASI-G
40159507023 LRS-7 EPA 8021 ALD 9 PASI-G
40159507024 MW-1/FL EPA 8021 ALD 9 PASI-G
40159507025 MW-2/FL EPA 8021 ALD 9 PASI-G
40159507026 MW-3/FL EPA 8021 ALD 9 PASI-G
40159507027 MW-9/FL EPA 8021 ALD 9 PASI-G
40159507028 MW-10/FL EPA 8021 ALD 9 PASI-G
40159507029 MW-11/FL EPA 8021 ALD 9 PASI-G
40159507030 MW-13/FL EPA 8021 ALD 9 PASI-G
40159507031 MW-14/FL EPA 8021 ALD 9 PASI-G
40159507032 TRIP BLANK EPA 8021 ALD 9 PASI-G

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 4 of 73



Project:

Pace Project No.:

34625.003 CALUMET SUPERIOR

SUMMARY OF DETECTION

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40159507001 MW-1/T40

EPA 8260 1,2,4-Trimethylbenzene 409 ug/L 25.0 10/27/17 17:52
EPA 8260 1,3,5-Trimethylbenzene 160 ug/L 25.0 10/27/17 17:52
EPA 8260 Benzene 616 ug/L 25.0 10/27/17 17:52
EPA 8260 Ethylbenzene 27.0 ug/L 25.0 10/27/17 17:52
EPA 8260 mé&p-Xylene 2060 ug/L 50.0 10/27/17 17:52
EPA 8260 0-Xylene 34.3 ug/L 25.0 10/27/17 17:52
40159507002 MW-4/T40

EPA 8260 1,2,4-Trimethylbenzene 1140 ug/L 100 10/27/17 18:15
EPA 8260 1,3,5-Trimethylbenzene 319 ug/L 100 10/27/17 18:15
EPA 8260 Benzene 5890 ug/L 100 10/27/17 18:15
EPA 8260 Ethylbenzene 138 ug/L 100 10/27/17 18:15
EPA 8260 m&p-Xylene 4270 ug/L 200 10/27/17 18:15
EPA 8260 0-Xylene 2230 ug/L 100 10/27/17 18:15
40159507004 MW-6/T40

EPA 8260 1,2,4-Trimethylbenzene 1.3 ug/L 1.0 10/30/17 16:12
EPA 8260 Benzene 0.63J ug/L 1.0 10/30/17 16:12
40159507005 MW-7/T40

EPA 8260 1,2,4-Trimethylbenzene 405 ug/L 20.0 10/27/17 16:16
EPA 8260 1,3,5-Trimethylbenzene 160 ug/L 20.0 10/27/17 16:16
EPA 8260 Benzene 1220 ug/L 20.0 10/27/17 16:16
EPA 8260 Ethylbenzene 113 ug/L 20.0 10/27/17 16:16
EPA 8260 m&p-Xylene 1620 ug/L 40.0 10/27/17 16:16
EPA 8260 0-Xylene 481 ug/L 20.0 10/27/17 16:16
40159507006 TS-1/T40

EPA 8260 1,2,4-Trimethylbenzene 4.4 ug/L 1.0 10/27/17 15:10
EPA 8260 1,3,5-Trimethylbenzene 2.1 ug/L 1.0 10/27/17 15:10
EPA 8260 Benzene 2.2 ug/L 1.0 10/27/17 15:10
EPA 8260 Ethylbenzene 1.0 ug/L 1.0 10/27/17 15:10
EPA 8260 m&p-Xylene 1.3 ug/L 2.0 10/27/17 15:10
40159507007 MW-1/T68

EPA 8260 1,2,4-Trimethylbenzene 0.58J ug/L 1.0 10/27/17 17:21
EPA 8260 Toluene 2.3 ug/L 1.0 10/27/17 17:21
EPA 8260 m&p-Xylene 1.7J ug/L 2.0 10/27/17 17:21
EPA 8260 0-Xylene 0.68J ug/L 1.0 10/27/17 17:21
40159507008 MW-2/T68

EPA 8260 1,2,4-Trimethylbenzene 2420 ug/L 250 10/28/17 13:06
EPA 8260 1,2-Dichloroethane 1610 ug/L 250 10/28/17 13:06
EPA 8260 1,3,5-Trimethylbenzene 702 ug/L 250 10/28/17 13:06
EPA 8260 Benzene 30600 ug/L 250 10/28/17 13:06
EPA 8260 Ethylbenzene 1170 ug/L 250 10/28/17 13:06
EPA 8260 Toluene 24500 ug/L 250 10/28/17 13:06
EPA 8260 m&p-Xylene 13100 ug/L 500 10/28/17 13:06
EPA 8260 0-Xylene 6450 ug/L 250 10/28/17 13:06
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Project:

Pace Project No.:

SUMMARY OF DETECTION

34625.003 CALUMET SUPERIOR

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Lab Sample ID Client Sample ID

Method Parameters Result Units Report Limit Analyzed Qualifiers
40159507009 MW-4/T68

EPA 8260 1,2,4-Trimethylbenzene 31.1 ug/L 2.5 10/28/17 12:45
EPA 8260 1,3,5-Trimethylbenzene 9.5 ug/L 2.5 10/28/17 12:45
EPA 8260 Benzene 79.6 ug/L 2.5 10/28/17 12:45
EPA 8260 Ethylbenzene 9.7 ug/L 2.5 10/28/17 12:45
EPA 8260 Isopropylbenzene (Cumene) 0.43J ug/L 2.5 10/28/17 12:45
EPA 8260 Toluene 3.6 ug/L 2.5 10/28/17 12:45
EPA 8260 mé&p-Xylene 25.2 ug/L 5.0 10/28/17 12:45
EPA 8260 n-Propylbenzene 2.1 ug/L 2.5 10/28/17 12:45
EPA 8260 0-Xylene 5.4 ug/L 2.5 10/28/17 12:45
EPA 8260 sec-Butylbenzene 8.3J ug/L 12.5 10/28/17 12:45
40159507010 MW-5/T66

EPA 8260 1,2,4-Trimethylbenzene 1810 ug/L 125 10/27/17 21:40
EPA 8260 1,3,5-Trimethylbenzene 554 ug/L 125 10/27/17 21:40
EPA 8260 1,3-Dichloropropane 244 ug/L 125 10/27/17 21:40
EPA 8260 Benzene 8790 ug/L 125 10/27/17 21:40
EPA 8260 Ethylbenzene 2300 ug/L 125 10/27/17 21:40
EPA 8260 Isopropylbenzene (Cumene) 66.4J ug/L 125 10/27/17 21:40
EPA 8260 Toluene 15400 ug/L 125 10/27/17 21:40
EPA 8260 m&p-Xylene 12400 ug/L 250 10/27/17 21:40
EPA 8260 n-Propylbenzene 167 ug/L 125 10/27/17 21:40
EPA 8260 0-Xylene 4850 ug/L 125 10/27/17 21:40
40159507011 MW-6/T68

EPA 8260 1,2,4-Trimethylbenzene 2830 ug/L 125 10/30/17 13:39
EPA 8260 1,2-Dichloroethane 225 ug/L 125 10/30/17 13:39
EPA 8260 1,3,5-Trimethylbenzene 739 ug/L 125 10/30/17 13:39
EPA 8260 Benzene 17500 ug/L 125 10/30/17 13:39
EPA 8260 Ethylbenzene 576 ug/L 125 10/30/17 13:39
EPA 8260 Toluene 12500 ug/L 125 10/30/17 13:39
EPA 8260 m&p-Xylene 10900 ug/L 250 10/30/17 13:39
EPA 8260 0-Xylene 5670 ug/L 125 10/30/17 13:39
40159507012 MW-1R/T70

EPA 8260 1,2,4-Trimethylbenzene 1730 ug/L 200 10/27/17 16:38
EPA 8260 1,3,5-Trimethylbenzene 545 ug/L 200 10/27/17 16:38
EPA 8260 Benzene 22000 ug/L 200 10/27/17 16:38
EPA 8260 Ethylbenzene 1410 ug/L 200 10/27/17 16:38
EPA 8260 Toluene 13900 ug/L 200 10/27/17 16:38
EPA 8260 m&p-Xylene 8390 ug/L 400 10/27/17 16:38
EPA 8260 0-Xylene 3030 ug/L 200 10/27/17 16:38
40159507013 MW-2R/T70

EPA 8260 1,2,4-Trimethylbenzene 2800 ug/L 250 10/30/17 19:58
EPA 8260 1,3,5-Trimethylbenzene 878 ug/L 250 10/30/17 19:58
EPA 8260 Benzene 19800 ug/L 250 10/30/17 19:58
EPA 8260 Ethylbenzene 2250 ug/L 250 10/30/17 19:58
EPA 8260 Toluene 28400 ug/L 250 10/30/17 19:58
EPA 8260 m&p-Xylene 14600 ug/L 500 10/30/17 19:58
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PROJECT NARRATIVE

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8021
Description: 8021 GCV Short List
Client: Gannett Fleming Inc.
Date: November 02, 2017

General Information:

15 samples were analyzed for EPA 8021. All samples were received in acceptable condition with any exceptions noted below or on the

chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

Additional Comments:

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

PROJECT NARRATIVE

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV

Client: Gannett Fleming Inc.
Date: November 02, 2017

General Information:
5 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the
chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:
All perceﬁt recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.
QC Batch: 272177
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40159567004
M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
* MSD (Lab ID: 1600920)
* Chloroethane
* Trichloroethene
R1: RPD value was outside control limits.
* MSD (Lab ID: 1600920)
* Bromomethane
QC Batch: 272258
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40159632008
M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.

«MS (Lab ID: 1601755)
 Chloroethane
« MSD (Lab ID: 1601756)

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

PROJECT NARRATIVE

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Method: EPA 8260
Description: 8260 MSV

Client: Gannett Fleming Inc.
Date: November 02, 2017

QC Batch: 272258
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40159632008
M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.

¢ 1,1-Dichloroethane
« Chloroethane

Additional Comments:

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC. Page 12 of 73



PROJECT NARRATIVE

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Method: EPA 8260
Description: 8260 MSV UST
Client: Gannett Fleming Inc.
Date: November 02, 2017

General Information:

12 samples were analyzed for EPA 8260. All samples were received in acceptable condition with any exceptions noted below or on the

chain-of custody and/or the sample condition upon receipt form (SCUR) attached at the end of this report.

Hold Time:
The samples were analyzed within the method required hold times with any exceptions noted below.

Initial Calibrations (including MS Tune as applicable):
All criteria were within method requirements with any exceptions noted below.

Continuing Calibration:
All criteria were within method requirements with any exceptions noted below.

Internal Standards:
All internal standards were within QC limits with any exceptions noted below.

Surrogates:
All surrogates were within QC limits with any exceptions noted below.

Method Blank:
All analytes were below the report limit in the method blank, where applicable, with any exceptions noted below.

Laboratory Control Spike:
All laboratory control spike compounds were within QC limits with any exceptions noted below.

Matrix Spikes:

All percent recoveries and relative percent differences (RPDs) were within acceptance criteria with any exceptions noted below.

QC Batch: 272089
A matrix spike and/or matrix spike duplicate (MS/MSD) were performed on the following sample(s): 40159544001
M1: Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
*MS (Lab ID: 1600424)
* Toluene
*MSD (Lab ID: 1600425)
* Toluene

Additional Comments:

This data package has been reviewed for quality and completeness and is approved for release.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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Project:

34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Sample: MW-1/T68

Lab ID: 40159507007

Collected: 10/25/17 13:40 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8260 MSV Analytical Method: EPA 8260

1,1,1,2-Tetrachloroethane <0.18 ug/L 1.0 0.18 1 10/27/17 17:21
1,1,1-Trichloroethane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,1,2,2-Tetrachloroethane <0.25 ug/L 1.0 0.25 1 10/27/17 17:21
1,1,2-Trichloroethane <0.20 ug/L 1.0 0.20 1 10/27/17 17:21
1,1-Dichloroethane <0.24 ug/L 1.0 0.24 1 10/27/17 17:21
1,1-Dichloroethene <0.41 ug/L 1.0 0.41 1 10/27/17 17:21
1,1-Dichloropropene <0.44 ug/L 1.0 0.44 1 10/27/17 17:21
1,2,3-Trichlorobenzene <2.1 ug/L 5.0 2.1 1 10/27/17 17:21
1,2,3-Trichloropropane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,2,4-Trichlorobenzene <2.2 ug/L 5.0 2.2 1 10/27/17 17:21
1,2,4-Trimethylbenzene 0.58J ug/L 1.0 0.50 1 10/27/17 17:21
1,2-Dibromo-3-chloropropane <2.2 ug/L 5.0 2.2 1 10/27/17 17:21
1,2-Dibromoethane (EDB) <0.18 ug/L 1.0 0.18 1 10/27/17 17:21
1,2-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,2-Dichloroethane <0.17 ug/L 1.0 0.17 1 10/27/17 17:21
1,2-Dichloropropane <0.23 ug/L 1.0 0.23 1 10/27/17 17:21
1,3,5-Trimethylbenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,3-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,3-Dichloropropane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
1,4-Dichlorobenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
2,2-Dichloropropane <0.48 ug/L 1.0 0.48 1 10/27/17 17:21
2-Chlorotoluene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
4-Chlorotoluene <0.21 ug/L 1.0 0.21 1 10/27/17 17:21
Benzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Bromobenzene <0.23 ug/L 1.0 0.23 1 10/27/17 17:21
Bromochloromethane <0.34 ug/L 1.0 0.34 1 10/27/17 17:21
Bromodichloromethane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Bromoform <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Bromomethane <2.4 ug/L 5.0 2.4 1 10/27/17 17:21
Carbon tetrachloride <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Chlorobenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Chloroethane <0.37 ug/L 1.0 0.37 1 10/27/17 17:21
Chloroform <2.5 ug/L 5.0 25 1 10/27/17 17:21
Chloromethane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Dibromochloromethane <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Dibromomethane <0.43 ug/L 1.0 0.43 1 10/27/17 17:21
Dichlorodifluoromethane <0.22 ug/L 1.0 0.22 1 10/27/17 17:21
Ethylbenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Hexachloro-1,3-butadiene <2.1 ug/L 5.0 2.1 1 10/27/17 17:21
Isopropylbenzene (Cumene) <0.14 ug/L 1.0 0.14 1 10/27/17 17:21
Methyl-tert-butyl ether <0.17 ug/L 1.0 0.17 1 10/27/17 17:21 1634-04-4
Methylene Chloride <0.23 ug/L 1.0 0.23 1 10/27/17 17:21
Naphthalene <2.5 ug/L 5.0 25 1 10/27/17 17:21
Styrene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Tetrachloroethene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21
Toluene 2.3 ug/L 1.0 0.50 1 10/27/17 17:21

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS
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Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-1/T68

Lab ID: 40159507007

Collected: 10/25/17 13:40 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.33 ug/L 1.0 0.33 1 10/27/17 17:21 79-01-6
Trichlorofluoromethane <0.18 ug/L 1.0 0.18 1 10/27/17 17:21 75-69-4
Vinyl chloride <0.18 ug/L 1.0 0.18 1 10/27/17 17:21 75-01-4
cis-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/27/17 17:21 156-59-2
cis-1,3-Dichloropropene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21 10061-01-5
mé&p-Xylene 1.7 ug/L 2.0 1.0 1 10/27/17 17:21 179601-23-1
n-Butylbenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21 104-51-8
n-Propylbenzene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21 103-65-1
o-Xylene 0.68J ug/L 1.0 0.50 1 10/27/17 17:21 95-47-6
p-lsopropyltoluene <0.50 ug/L 1.0 0.50 1 10/27/17 17:21 99-87-6
sec-Butylbenzene <2.2 ug/L 5.0 2.2 1 10/27/17 17:21 135-98-8
tert-Butylbenzene <0.18 ug/L 1.0 0.18 1 10/27/17 17:21 98-06-6
trans-1,2-Dichloroethene <0.26 ug/L 1.0 0.26 1 10/27/17 17:21 156-60-5
trans-1,3-Dichloropropene <0.23 ug/L 1.0 0.23 1 10/27/17 17:21 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 86 % 61-130 1 10/27/17 17:21 460-00-4
Dibromofluoromethane (S) 124 % 67-130 1 10/27/17 17:21 1868-53-7
Toluene-d8 (S) 89 % 70-130 1 10/27/17 17:21 2037-26-5

Date: 11/02/2017 01:05 PM
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
Sample: MW-2/T68 Lab ID: 40159507008 Collected: 10/25/17 13:45 Received: 10/26/17 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <45.1 ug/L 250 45.1 250 10/28/17 13:06 630-20-6
1,1,1-Trichloroethane <125 ug/L 250 125 250 10/28/17 13:06 71-55-6
1,1,2,2-Tetrachloroethane <62.3 ug/L 250 62.3 250 10/28/17 13:06 79-34-5
1,1,2-Trichloroethane <49.3 ug/L 250 49.3 250 10/28/17 13:06 79-00-5
1,1-Dichloroethane <60.4 ug/L 250 60.4 250 10/28/17 13:06 75-34-3
1,1-Dichloroethene <103 ug/L 250 103 250 10/28/17 13:06 75-35-4
1,1-Dichloropropene <110 ug/L 250 110 250 10/28/17 13:06 563-58-6
1,2,3-Trichlorobenzene <533 ug/L 1250 533 250 10/28/17 13:06 87-61-6
1,2,3-Trichloropropane <125 ug/L 250 125 250 10/28/17 13:06 96-18-4
1,2,4-Trichlorobenzene <552 ug/L 1250 552 250 10/28/17 13:06 120-82-1
1,2,4-Trimethylbenzene 2420 ug/L 250 125 250 10/28/17 13:06 95-63-6
1,2-Dibromo-3-chloropropane <541 ug/L 1250 541 250 10/28/17 13:06 96-12-8
1,2-Dibromoethane (EDB) <44.4 ug/L 250 44.4 250 10/28/17 13:06 106-93-4
1,2-Dichlorobenzene <125 ug/L 250 125 250 10/28/17 13:06 95-50-1
1,2-Dichloroethane 1610 ug/L 250 420 250 10/28/17 13:06 107-06-2
1,2-Dichloropropane <58.3 ug/L 250 58.3 250 10/28/17 13:06 78-87-5
1,3,5-Trimethylbenzene 702 ug/L 250 125 250 10/28/17 13:06 108-67-8
1,3-Dichlorobenzene <125 ug/L 250 125 250 10/28/17 13:06 541-73-1
1,3-Dichloropropane <125 ug/L 250 125 250 10/28/17 13:06 142-28-9
1,4-Dichlorobenzene <125 ug/L 250 125 250 10/28/17 13:06 106-46-7
2,2-Dichloropropane <121 ug/L 250 121 250 10/28/17 13:06 594-20-7
2-Chlorotoluene <125 ug/L 250 125 250 10/28/17 13:06 95-49-8
4-Chlorotoluene <53.4 ug/L 250 53.4 250 10/28/17 13:06 106-43-4
Benzene 30600 ug/L 250 125 250 10/28/17 13:06 71-43-2
Bromobenzene <57.5 ug/L 250 575 250 10/28/17 13:06 108-86-1
Bromochloromethane <85.1 ug/L 250 85.1 250 10/28/17 13:06 74-97-5
Bromodichloromethane <125 ug/L 250 125 250 10/28/17 13:06 75-27-4
Bromoform <125 ug/L 250 125 250 10/28/17 13:06 75-25-2
Bromomethane <609 ug/L 1250 609 250 10/28/17 13:06 74-83-9
Carbon tetrachloride <125 ug/L 250 125 250 10/28/17 13:06 56-23-5
Chlorobenzene <125 ug/L 250 125 250 10/28/17 13:06 108-90-7
Chloroethane <93.6 ug/L 250 93.6 250 10/28/17 13:06 75-00-3
Chloroform <625 ug/L 1250 625 250 10/28/17 13:06 67-66-3
Chloromethane <125 ug/L 250 125 250 10/28/17 13:06 74-87-3
Dibromochloromethane <125 ug/L 250 125 250 10/28/17 13:06 124-48-1
Dibromomethane <107 ug/L 250 107 250 10/28/17 13:06 74-95-3
Dichlorodifluoromethane <56.0 ug/L 250 56.0 250 10/28/17 13:06 75-71-8
Ethylbenzene 1170 ug/L 250 125 250 10/28/17 13:06 100-41-4
Hexachloro-1,3-butadiene <526 ug/L 1250 526 250 10/28/17 13:06 87-68-3
Isopropylbenzene (Cumene) <35.8 ug/L 250 35.8 250 10/28/17 13:06 98-82-8
Methyl-tert-butyl ether <43.6 ug/L 250 436 250 10/28/17 13:06 1634-04-4
Methylene Chloride <58.1 ug/L 250 58.1 250 10/28/17 13:06 75-09-2
Naphthalene <625 ug/L 1250 625 250 10/28/17 13:06 91-20-3
Styrene <125 ug/L 250 125 250 10/28/17 13:06 100-42-5
Tetrachloroethene <125 ug/L 250 125 250 10/28/17 13:06 127-18-4
Toluene 24500 ug/L 250 125 250 10/28/17 13:06 108-88-3

Date: 11/02/2017 01:05 PM
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Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-2/T68

Lab ID: 40159507008

Collected: 10/25/17 13:45 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <82.7 ug/L 250 82.7 250 10/28/17 13:06 79-01-6
Trichlorofluoromethane <46.2 ug/L 250 46.2 250 10/28/17 13:06 75-69-4
Vinyl chloride <43.9 ug/L 250 439 250 10/28/17 13:06 75-01-4
cis-1,2-Dichloroethene <64.0 ug/L 250 64.0 250 10/28/17 13:06 156-59-2
cis-1,3-Dichloropropene <125 ug/L 250 125 250 10/28/17 13:06 10061-01-5
mé&p-Xylene 13100 ug/L 500 250 250 10/28/17 13:06 179601-23-1
n-Butylbenzene <125 ug/L 250 125 250 10/28/17 13:06 104-51-8
n-Propylbenzene <125 ug/L 250 125 250 10/28/17 13:06 103-65-1
o-Xylene 6450 ug/L 250 125 250 10/28/17 13:06 95-47-6
p-lsopropyltoluene <125 ug/L 250 125 250 10/28/17 13:06 99-87-6
sec-Butylbenzene <547 ug/L 1250 547 250 10/28/17 13:06 135-98-8
tert-Butylbenzene <45.1 ug/L 250 45.1 250 10/28/17 13:06 98-06-6
trans-1,2-Dichloroethene <64.1 ug/L 250 64.1 250 10/28/17 13:06 156-60-5
trans-1,3-Dichloropropene <57.4 ug/L 250 57.4 250 10/28/17 13:06 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 94 % 61-130 250 10/28/17 13:06 460-00-4
Dibromofluoromethane (S) 122 % 67-130 250 10/28/17 13:06 1868-53-7
Toluene-d8 (S) 89 % 70-130 250 10/28/17 13:06 2037-26-5

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 23 of 73



ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
Sample: MW-4/T68 Lab ID: 40159507009 Collected: 10/25/17 13:30 Received: 10/26/17 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <0.45 ug/L 25 045 25 10/28/17 12:45 630-20-6
1,1,1-Trichloroethane <1.2 ug/L 25 12 25 10/28/17 12:45 71-55-6
1,1,2,2-Tetrachloroethane <0.62 ug/L 25 062 25 10/28/17 12:45 79-34-5
1,1,2-Trichloroethane <0.49 ug/L 25 049 25 10/28/17 12:45 79-00-5
1,1-Dichloroethane <0.60 ug/L 25 0.60 25 10/28/17 12:45 75-34-3
1,1-Dichloroethene <1.0 ug/L 25 1.0 25 10/28/17 12:45 75-35-4
1,1-Dichloropropene <1.1 ug/L 25 11 25 10/28/17 12:45 563-58-6
1,2,3-Trichlorobenzene <5.3 ug/L 125 53 25 10/28/17 12:45 87-61-6
1,2,3-Trichloropropane <1.2 ug/L 25 12 25 10/28/17 12:45 96-18-4
1,2,4-Trichlorobenzene <5.5 ug/L 125 55 25 10/28/17 12:45 120-82-1
1,2,4-Trimethylbenzene 31.1 ug/L 25 12 25 10/28/17 12:45 95-63-6
1,2-Dibromo-3-chloropropane <5.4 ug/L 125 54 25 10/28/17 12:45 96-12-8
1,2-Dibromoethane (EDB) <0.44 ug/L 25 044 25 10/28/17 12:45 106-93-4
1,2-Dichlorobenzene <1.2 ug/L 25 12 25 10/28/17 12:45 95-50-1
1,2-Dichloroethane <0.42 ug/L 25 042 25 10/28/17 12:45 107-06-2
1,2-Dichloropropane <0.58 ug/L 25 058 25 10/28/17 12:45 78-87-5
1,3,5-Trimethylbenzene 9.5 ug/L 25 1.2 25 10/28/17 12:45 108-67-8
1,3-Dichlorobenzene <1.2 ug/L 25 12 25 10/28/17 12:45 541-73-1
1,3-Dichloropropane <1.2 ug/L 25 12 25 10/28/17 12:45 142-28-9
1,4-Dichlorobenzene <1.2 ug/L 25 12 25 10/28/17 12:45 106-46-7
2,2-Dichloropropane <1.2 ug/L 25 12 25 10/28/17 12:45 594-20-7
2-Chlorotoluene <1.2 ug/L 25 12 25 10/28/17 12:45 95-49-8
4-Chlorotoluene <0.53 ug/L 25 0.53 25 10/28/17 12:45 106-43-4
Benzene 79.6 ug/L 25 12 25 10/28/17 12:45 71-43-2
Bromobenzene <0.58 ug/L 25 058 25 10/28/17 12:45 108-86-1
Bromochloromethane <0.85 ug/L 25 085 25 10/28/17 12:45 74-97-5
Bromodichloromethane <1.2 ug/L 25 12 25 10/28/17 12:45 75-27-4
Bromoform <1.2 ug/L 25 12 25 10/28/17 12:45 75-25-2
Bromomethane <6.1 ug/L 125 6.1 25 10/28/17 12:45 74-83-9
Carbon tetrachloride <1.2 ug/L 25 1.2 25 10/28/17 12:45 56-23-5
Chlorobenzene <1.2 ug/L 25 12 25 10/28/17 12:45 108-90-7
Chloroethane <0.94 ug/L 25 094 25 10/28/17 12:45 75-00-3
Chloroform <6.2 ug/L 125 6.2 25 10/28/17 12:45 67-66-3
Chloromethane <1.2 ug/L 25 1.2 25 10/28/17 12:45 74-87-3
Dibromochloromethane <1.2 ug/L 25 12 25 10/28/17 12:45 124-48-1
Dibromomethane <1.1 ug/L 25 11 25 10/28/17 12:45 74-95-3
Dichlorodifluoromethane <0.56 ug/L 25 056 25 10/28/17 12:45 75-71-8
Ethylbenzene 9.7 ug/L 25 12 25 10/28/17 12:45 100-41-4
Hexachloro-1,3-butadiene <5.3 ug/L 125 53 25 10/28/17 12:45 87-68-3
Isopropylbenzene (Cumene) 0.43J ug/L 25 036 25 10/28/17 12:45 98-82-8
Methyl-tert-butyl ether <0.44 ug/L 25 044 25 10/28/17 12:45 1634-04-4
Methylene Chloride <0.58 ug/L 25 0.58 25 10/28/17 12:45 75-09-2
Naphthalene <6.2 ug/L 125 6.2 25 10/28/17 12:45 91-20-3
Styrene <12 ug/L 25 12 25 10/28/17 12:45 100-42-5
Tetrachloroethene <1.2 ug/L 25 12 25 10/28/17 12:45 127-18-4
Toluene 3.6 ug/L 25 12 25 10/28/17 12:45 108-88-3

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS
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Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302
(920)469-2436

Sample: MW-4/T68

Lab ID: 40159507009

Collected: 10/25/17 13:30 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <0.83 ug/L 25 083 25 10/28/17 12:45 79-01-6
Trichlorofluoromethane <0.46 ug/L 25 046 25 10/28/17 12:45 75-69-4
Vinyl chloride <0.44 ug/L 25 044 25 10/28/17 12:45 75-01-4
cis-1,2-Dichloroethene <0.64 ug/L 25 064 25 10/28/17 12:45 156-59-2
cis-1,3-Dichloropropene <1.2 ug/L 25 12 25 10/28/17 12:45 10061-01-5
mé&p-Xylene 25.2 ug/L 5.0 25 25 10/28/17 12:45 179601-23-1
n-Butylbenzene <1.2 ug/L 25 12 25 10/28/17 12:45 104-51-8
n-Propylbenzene 2.1 ug/L 25 12 25 10/28/17 12:45 103-65-1
o-Xylene 5.4 ug/L 25 12 25 10/28/17 12:45 95-47-6
p-lsopropyltoluene <1.2 ug/L 25 12 25 10/28/17 12:45 99-87-6
sec-Butylbenzene 8.3J ug/L 125 55 25 10/28/17 12:45 135-98-8
tert-Butylbenzene <0.45 ug/L 25 045 25 10/28/17 12:45 98-06-6
trans-1,2-Dichloroethene <0.64 ug/L 25 064 25 10/28/17 12:45 156-60-5
trans-1,3-Dichloropropene <0.57 ug/L 25 057 25 10/28/17 12:45 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 91 % 61-130 25 10/28/17 12:45 460-00-4
Dibromofluoromethane (S) 119 % 67-130 25 10/28/17 12:45 1868-53-7
Toluene-d8 (S) 91 % 70-130 25 10/28/17 12:45 2037-26-5

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
Sample: MW-5/T66 Lab ID: 40159507010 Collected: 10/25/17 13:50 Received: 10/26/17 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <22.6 ug/L 125 22.6 125 10/27/17 21:40
1,1,1-Trichloroethane <62.5 ug/L 125 62.5 125 10/27/17 21:40
1,1,2,2-Tetrachloroethane <31.2 ug/L 125 31.2 125 10/27/17 21:40
1,1,2-Trichloroethane <24.7 ug/L 125 24.7 125 10/27/17 21:40
1,1-Dichloroethane <30.2 ug/L 125 30.2 125 10/27/17 21:40
1,1-Dichloroethene <51.3 ug/L 125 51.3 125 10/27/17 21:40
1,1-Dichloropropene <55.1 ug/L 125 55.1 125 10/27/17 21:40
1,2,3-Trichlorobenzene <267 ug/L 625 267 125 10/27/17 21:40
1,2,3-Trichloropropane <62.5 ug/L 125 62.5 125 10/27/17 21:40
1,2,4-Trichlorobenzene <276 ug/L 625 276 125 10/27/17 21:40
1,2,4-Trimethylbenzene 1810 ug/L 125 62.5 125 10/27/17 21:40
1,2-Dibromo-3-chloropropane <271 ug/L 625 271 125 10/27/17 21:40
1,2-Dibromoethane (EDB) <22.2 ug/L 125 222 125 10/27/17 21:40
1,2-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/27/17 21:40
1,2-Dichloroethane <21.0 ug/L 125 21.0 125 10/27/17 21:40
1,2-Dichloropropane <29.1 ug/L 125 29.1 125 10/27/17 21:40
1,3,5-Trimethylbenzene 554 ug/L 125 62.5 125 10/27/17 21:40
1,3-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/27/17 21:40
1,3-Dichloropropane 244 ug/L 125 62.5 125 10/27/17 21:40
1,4-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/27/17 21:40
2,2-Dichloropropane <60.5 ug/L 125 60.5 125 10/27/17 21:40
2-Chlorotoluene <62.5 ug/L 125 62.5 125 10/27/17 21:40
4-Chlorotoluene <26.7 ug/L 125 26.7 125 10/27/17 21:40
Benzene 8790 ug/L 125 62.5 125 10/27/17 21:40
Bromobenzene <28.8 ug/L 125 28.8 125 10/27/17 21:40
Bromochloromethane <425 ug/L 125 425 125 10/27/17 21:40
Bromodichloromethane <62.5 ug/L 125 62.5 125 10/27/17 21:40
Bromoform <62.5 ug/L 125 62.5 125 10/27/17 21:40
Bromomethane <304 ug/L 625 304 125 10/27/17 21:40
Carbon tetrachloride <62.5 ug/L 125 62.5 125 10/27/17 21:40
Chlorobenzene <62.5 ug/L 125 62.5 125 10/27/17 21:40
Chloroethane <46.8 ug/L 125 46.8 125 10/27/17 21:40
Chloroform <312 ug/L 625 312 125 10/27/17 21:40
Chloromethane <62.5 ug/L 125 62.5 125 10/27/17 21:40
Dibromochloromethane <62.5 ug/L 125 62.5 125 10/27/17 21:40
Dibromomethane <53.3 ug/L 125 53.3 125 10/27/17 21:40
Dichlorodifluoromethane <28.0 ug/L 125 28.0 125 10/27/17 21:40
Ethylbenzene 2300 ug/L 125 62.5 125 10/27/17 21:40
Hexachloro-1,3-butadiene <263 ug/L 625 263 125 10/27/17 21:40
Isopropylbenzene (Cumene) 66.4J ug/L 125 17.9 125 10/27/17 21:40
Methyl-tert-butyl ether <21.8 ug/L 125 21.8 125 10/27/17 21:40 1634-04-4
Methylene Chloride <29.1 ug/L 125 29.1 125 10/27/17 21:40
Naphthalene <312 ug/L 625 312 125 10/27/17 21:40
Styrene <62.5 ug/L 125 62.5 125 10/27/17 21:40
Tetrachloroethene <62.5 ug/L 125 62.5 125 10/27/17 21:40
Toluene 15400 ug/L 125 62.5 125 10/27/17 21:40

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS
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Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-5/T66

Lab ID: 40159507010

Collected: 10/25/17 13:50 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <41.3 ug/L 125 41.3 125 10/27/17 21:40 79-01-6
Trichlorofluoromethane <23.1 ug/L 125 23.1 125 10/27/17 21:40 75-69-4
Vinyl chloride <21.9 ug/L 125 219 125 10/27/17 21:40 75-01-4
cis-1,2-Dichloroethene <32.0 ug/L 125 32.0 125 10/27/17 21:40 156-59-2
cis-1,3-Dichloropropene <62.5 ug/L 125 62.5 125 10/27/17 21:40 10061-01-5
mé&p-Xylene 12400 ug/L 250 125 125 10/27/17 21:40 179601-23-1
n-Butylbenzene <62.5 ug/L 125 62.5 125 10/27/17 21:40 104-51-8
n-Propylbenzene 167 ug/L 125 62.5 125 10/27/17 21:40 103-65-1
o-Xylene 4850 ug/L 125 62.5 125 10/27/17 21:40 95-47-6
p-lsopropyltoluene <62.5 ug/L 125 62.5 125 10/27/17 21:40 99-87-6
sec-Butylbenzene <273 ug/L 625 273 125 10/27/17 21:40 135-98-8
tert-Butylbenzene <225 ug/L 125 225 125 10/27/17 21:40 98-06-6
trans-1,2-Dichloroethene <32.1 ug/L 125 32.1 125 10/27/17 21:40 156-60-5
trans-1,3-Dichloropropene <28.7 ug/L 125 28.7 125 10/27/17 21:40 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 101 % 61-130 125 10/27/17 21:40 460-00-4
Dibromofluoromethane (S) 112 % 67-130 125 10/27/17 21:40 1868-53-7
Toluene-d8 (S) 89 % 70-130 125 10/27/17 21:40 2037-26-5

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS
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ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
Sample: MW-6/T68 Lab ID: 40159507011 Collected: 10/25/17 13:55 Received: 10/26/17 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
1,1,1,2-Tetrachloroethane <22.6 ug/L 125 22.6 125 10/30/17 13:39
1,1,1-Trichloroethane <62.5 ug/L 125 62.5 125 10/30/17 13:39
1,1,2,2-Tetrachloroethane <31.2 ug/L 125 31.2 125 10/30/17 13:39
1,1,2-Trichloroethane <24.7 ug/L 125 24.7 125 10/30/17 13:39
1,1-Dichloroethane <30.2 ug/L 125 30.2 125 10/30/17 13:39
1,1-Dichloroethene <51.3 ug/L 125 51.3 125 10/30/17 13:39
1,1-Dichloropropene <55.1 ug/L 125 55.1 125 10/30/17 13:39
1,2,3-Trichlorobenzene <267 ug/L 625 267 125 10/30/17 13:39
1,2,3-Trichloropropane <62.5 ug/L 125 62.5 125 10/30/17 13:39
1,2,4-Trichlorobenzene <276 ug/L 625 276 125 10/30/17 13:39
1,2,4-Trimethylbenzene 2830 ug/L 125 62.5 125 10/30/17 13:39
1,2-Dibromo-3-chloropropane <271 ug/L 625 271 125 10/30/17 13:39
1,2-Dibromoethane (EDB) <22.2 ug/L 125 222 125 10/30/17 13:39
1,2-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39
1,2-Dichloroethane 225 ug/L 125 21.0 125 10/30/17 13:39
1,2-Dichloropropane <29.1 ug/L 125 29.1 125 10/30/17 13:39
1,3,5-Trimethylbenzene 739 ug/L 125 62.5 125 10/30/17 13:39
1,3-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39
1,3-Dichloropropane <62.5 ug/L 125 62.5 125 10/30/17 13:39
1,4-Dichlorobenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39
2,2-Dichloropropane <60.5 ug/L 125 60.5 125 10/30/17 13:39
2-Chlorotoluene <62.5 ug/L 125 62.5 125 10/30/17 13:39
4-Chlorotoluene <26.7 ug/L 125 26.7 125 10/30/17 13:39
Benzene 17500 ug/L 125 62.5 125 10/30/17 13:39
Bromobenzene <28.8 ug/L 125 28.8 125 10/30/17 13:39
Bromochloromethane <425 ug/L 125 425 125 10/30/17 13:39
Bromodichloromethane <62.5 ug/L 125 62.5 125 10/30/17 13:39
Bromoform <62.5 ug/L 125 62.5 125 10/30/17 13:39
Bromomethane <304 ug/L 625 304 125 10/30/17 13:39
Carbon tetrachloride <62.5 ug/L 125 62.5 125 10/30/17 13:39
Chlorobenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39
Chloroethane <46.8 ug/L 125 46.8 125 10/30/17 13:39
Chloroform <312 ug/L 625 312 125 10/30/17 13:39
Chloromethane <62.5 ug/L 125 62.5 125 10/30/17 13:39
Dibromochloromethane <62.5 ug/L 125 62.5 125 10/30/17 13:39
Dibromomethane <53.3 ug/L 125 53.3 125 10/30/17 13:39
Dichlorodifluoromethane <28.0 ug/L 125 28.0 125 10/30/17 13:39
Ethylbenzene 576 ug/L 125 62.5 125 10/30/17 13:39
Hexachloro-1,3-butadiene <263 ug/L 625 263 125 10/30/17 13:39
Isopropylbenzene (Cumene) <17.9 ug/L 125 17.9 125 10/30/17 13:39
Methyl-tert-butyl ether <21.8 ug/L 125 21.8 125 10/30/17 13:39 1634-04-4
Methylene Chloride <29.1 ug/L 125 29.1 125 10/30/17 13:39
Naphthalene <312 ug/L 625 312 125 10/30/17 13:39
Styrene <62.5 ug/L 125 62.5 125 10/30/17 13:39
Tetrachloroethene <62.5 ug/L 125 62.5 125 10/30/17 13:39
Toluene 12500 ug/L 125 62.5 125 10/30/17 13:39

Date: 11/02/2017 01:05 PM
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Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

ANALYTICAL RESULTS

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Sample: MW-6/T68

Lab ID: 40159507011

Collected: 10/25/17 13:55 Received: 10/26/17 10:40 Matrix: Water

Parameters Results Units LOQ LOD DF Analyzed CAS No. Qual
8260 MSV Analytical Method: EPA 8260
Trichloroethene <41.3 ug/L 125 41.3 125 10/30/17 13:39 79-01-6
Trichlorofluoromethane <23.1 ug/L 125 23.1 125 10/30/17 13:39 75-69-4
Vinyl chloride <21.9 ug/L 125 219 125 10/30/17 13:39 75-01-4
cis-1,2-Dichloroethene <32.0 ug/L 125 32.0 125 10/30/17 13:39 156-59-2
cis-1,3-Dichloropropene <62.5 ug/L 125 62.5 125 10/30/17 13:39 10061-01-5
mé&p-Xylene 10900 ug/L 250 125 125 10/30/17 13:39 179601-23-1
n-Butylbenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39 104-51-8
n-Propylbenzene <62.5 ug/L 125 62.5 125 10/30/17 13:39 103-65-1
o-Xylene 5670 ug/L 125 62.5 125 10/30/17 13:39 95-47-6
p-lsopropyltoluene <62.5 ug/L 125 62.5 125 10/30/17 13:39 99-87-6
sec-Butylbenzene <273 ug/L 625 273 125 10/30/17 13:39 135-98-8
tert-Butylbenzene <225 ug/L 125 225 125 10/30/17 13:39 98-06-6
trans-1,2-Dichloroethene <32.1 ug/L 125 32.1 125 10/30/17 13:39 156-60-5
trans-1,3-Dichloropropene <28.7 ug/L 125 28.7 125 10/30/17 13:39 10061-02-6
Surrogates
4-Bromofluorobenzene (S) 100 % 61-130 125 10/30/17 13:39 460-00-4
Dibromofluoromethane (S) 118 % 67-130 125 10/30/17 13:39 1868-53-7
Toluene-d8 (S) 102 % 70-130 125 10/30/17 13:39 2037-26-5

Date: 11/02/2017 01:05 PM
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

ANALYTICAL RESULTS

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

Sample: TRIP BLANK Lab ID: 40159507032  Collected: 10/25/17 00:00 Received: 10/26/17 10:40 Matrix: Water
Parameters Results Units LOQ LOD DF Prepared Analyzed CAS No. Qual

8021 GCV Short List Analytical Method: EPA 8021

Benzene <0.40 ug/L 1.0 0.40 1 10/31/17 16:42 71-43-2

Ethylbenzene <0.39 ug/L 1.0 0.39 1 10/31/17 16:42 100-41-4

Methyl-tert-butyl ether <0.48 ug/L 1.0 0.48 1 10/31/17 16:42 1634-04-4

Toluene <0.39 ug/L 1.0 0.39 1 10/31/17 16:42 108-88-3

1,2,4-Trimethylbenzene <0.42 ug/L 1.0 0.42 1 10/31/17 16:42 95-63-6

1,3,5-Trimethylbenzene <0.42 ug/L 1.0 0.42 1 10/31/17 16:42 108-67-8

m&p-Xylene <0.80 ug/L 2.0 0.80 1 10/31/17 16:42 179601-23-1

o-Xylene <0.45 ug/L 1.0 0.45 1 10/31/17 16:42 95-47-6

Surrogates

a,a,a-Trifluorotoluene (S) 100 % 85-115 1 10/31/17 16:42 98-08-8

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

QC Batch: 272425 Analysis Method: EPA 8021

QC Batch Method:  EPA 8021 Analysis Description: 8021 GCV BTEX

Associated Lab Samples:

40159507032

40159507018, 40159507019, 40159507020, 40159507021, 40159507022, 40159507023, 40159507024,
40159507025, 40159507026, 40159507027, 40159507028, 40159507029, 40159507030, 40159507031,

METHOD BLANK:
Associated Lab Samples:

1602276

Matrix: Water

40159507018, 40159507019, 40159507020, 40159507021, 40159507022, 40159507023, 40159507024,
40159507025, 40159507026, 40159507027, 40159507028, 40159507029, 40159507030, 40159507031,

40159507032
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.42 1.0 10/31/17 09:53
1,3,5-Trimethylbenzene ug/L <0.42 1.0 10/31/17 09:53
Benzene ug/L <0.40 1.0 10/31/17 09:53
Ethylbenzene ug/L <0.39 1.0 10/31/17 09:53
mé&p-Xylene ug/L <0.80 2.0 10/31/17 09:53
Methyl-tert-butyl ether ug/L <0.48 1.0 10/31/17 09:53
0-Xylene ug/L <0.45 1.0 10/31/17 09:53
Toluene ug/L <0.39 1.0 10/31/17 09:53
a,a,a-Trifluorotoluene (S) % 100 85-115 10/31/17 09:53
LABORATORY CONTROL SAMPLE & LCSD: 1602277 1602278
Spike LCS LCSD LCS LCSD % Rec Max
Parameter Units Conc. Result Result % Rec % Rec Limits RPD RPD Qualifiers
1,2,4-Trimethylbenzene ug/L 20 20.6 20.2 103 101 85-115 2 20
1,3,5-Trimethylbenzene ug/L 20 19.9 19.6 100 98 85-115 2 20
Benzene ug/L 20 20.3 20.2 101 101 85-115 0 20
Ethylbenzene ug/L 20 20.2 19.9 101 99 85-115 2 20
mé&p-Xylene ug/L 40 40.1 39.1 100 98 85-115 2 20
Methyl-tert-butyl ether ug/L 20 19.8 19.7 929 98 85-115 1 20
0-Xylene ug/L 20 20.4 199 102 100 85-115 3 20
Toluene ug/L 20 20.2 20.0 101 100 85-115 1 20
a,a,a-Trifluorotoluene (S) % 100 929 85-115
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1603152 1603153
MS MSD
40159507023  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,2,4-Trimethylbenzene ug/L <0.42 20 20 20.9 21.8 104 109 11-200 4 20
1,3,5-Trimethylbenzene ug/L <0.42 20 20 20.3 21.1 101 105 54-142 4 20
Benzene ug/L 0.49J 20 20 21.9 22.0 107 108 66-140 1 20
Ethylbenzene ug/L <0.39 20 20 21.0 215 105 108 66-143 3 20
mé&p-Xylene ug/L <0.80 40 40 41.9 43.2 105 108 60-141 3 20
Methyl-tert-butyl ether ug/L <0.48 20 20 20.6 21.2 103 106 70-129 3 20
o-Xylene ug/L <0.45 20 20 21.0 21.7 105 108 68-132 3 20
Toluene ug/L <0.39 20 20 21.6 21.8 108 109 76-130 1 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1603152 1603153
MS MSD
40159507023  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
a,a,a-Trifluorotoluene (S) 929 100 85-115

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
QC Batch: 272177 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV
Associated Lab Samples: 40159507007, 40159507008, 40159507009, 40159507010
METHOD BLANK: 1600592 Matrix: Water
Associated Lab Samples: 40159507007, 40159507008, 40159507009, 40159507010

Blank Reporting

Parameter Units Result Limit Analyzed Qualifiers

1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/27/17 12:17
1,1,1-Trichloroethane ug/L <0.50 1.0 10/27/17 12:17
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/27/17 12:17
1,1,2-Trichloroethane ug/L <0.20 1.0 10/27/17 12:17
1,1-Dichloroethane ug/L <0.24 1.0 10/27/17 12:17
1,1-Dichloroethene ug/L <0.41 1.0 10/27/17 12:17
1,1-Dichloropropene ug/L <0.44 1.0 10/27/17 12:17
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/27/17 12:17
1,2,3-Trichloropropane ug/L <0.50 1.0 10/27/17 12:17
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/27/17 12:17
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/27/17 12:17
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/27/17 12:17
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/27/17 12:17
1,2-Dichlorobenzene ug/L <0.50 1.0 10/27/17 12:17
1,2-Dichloroethane ug/L <0.17 1.0 10/27/17 12:17
1,2-Dichloropropane ug/L <0.23 1.0 10/27/17 12:17
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/27/17 12:17
1,3-Dichlorobenzene ug/L <0.50 1.0 10/27/17 12:17
1,3-Dichloropropane ug/L <0.50 1.0 10/27/17 12:17
1,4-Dichlorobenzene ug/L <0.50 1.0 10/27/17 12:17
2,2-Dichloropropane ug/L <0.48 1.0 10/27/17 12:17
2-Chlorotoluene ug/L <0.50 1.0 10/27/17 12:17
4-Chlorotoluene ug/L <0.21 1.0 10/27/17 12:17
Benzene ug/L <0.50 1.0 10/27/17 12:17
Bromobenzene ug/L <0.23 1.0 10/27/17 12:17
Bromochloromethane ug/L <0.34 1.0 10/27/17 12:17
Bromodichloromethane ug/L <0.50 1.0 10/27/17 12:17
Bromoform ug/L <0.50 1.0 10/27/17 12:17
Bromomethane ug/L <2.4 5.0 10/27/17 12:17
Carbon tetrachloride ug/L <0.50 1.0 10/27/17 12:17
Chlorobenzene ug/L <0.50 1.0 10/27/17 12:17
Chloroethane ug/L <0.37 1.0 10/27/17 12:17
Chloroform ug/L <2.5 5.0 10/27/17 12:17
Chloromethane ug/L <0.50 1.0 10/27/17 12:17
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/27/17 12:17
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/27/17 12:17
Dibromochloromethane ug/L <0.50 1.0 10/27/17 12:17
Dibromomethane ug/L <0.43 1.0 10/27/17 12:17
Dichlorodifluoromethane ug/L <0.22 1.0 10/27/17 12:17
Ethylbenzene ug/L <0.50 1.0 10/27/17 12:17
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/27/17 12:17

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 53 of 73



QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
METHOD BLANK: 1600592 Matrix: Water

Associated Lab Samples:

40159507007, 40159507008, 40159507009, 40159507010

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/27/17 12:17
mé&p-Xylene ug/L <1.0 2.0 10/27/17 12:17
Methyl-tert-butyl ether ug/L <0.17 1.0 10/27/17 12:17
Methylene Chloride ug/L <0.23 1.0 10/27/17 12:17
n-Butylbenzene ug/L <0.50 1.0 10/27/17 12:17
n-Propylbenzene ug/L <0.50 1.0 10/27/17 12:17
Naphthalene ug/L <2.5 5.0 10/27/17 12:17

0-Xylene ug/L <0.50 1.0 10/27/17 12:17
p-lsopropyltoluene ug/L <0.50 1.0 10/27/17 12:17
sec-Butylbenzene ug/L <2.2 5.0 10/27/17 12:17

Styrene ug/L <0.50 1.0 10/27/17 12:17
tert-Butylbenzene ug/L <0.18 1.0 10/27/17 12:17
Tetrachloroethene ug/L <0.50 1.0 10/27/17 12:17

Toluene ug/L <0.50 1.0 10/27/17 12:17
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/27/17 12:17
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/27/17 12:17
Trichloroethene ug/L <0.33 1.0 10/27/17 12:17
Trichlorofluoromethane ug/L <0.18 1.0 10/27/17 12:17

Vinyl chloride ug/L <0.18 1.0 10/27/17 12:17
4-Bromofluorobenzene (S) % 83 61-130 10/27/17 12:17
Dibromofluoromethane (S) % 122 67-130 10/27/17 12:17
Toluene-d8 (S) % 89 70-130 10/27/17 12:17
LABORATORY CONTROL SAMPLE: 1600593

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

1,1,1-Trichloroethane ug/L 49.6 47.2 95 70-130
1,1,2,2-Tetrachloroethane ug/L 49.6 45.1 91 70-130
1,1,2-Trichloroethane ug/L 49.6 49.5 100 70-130
1,1-Dichloroethane ug/L 49.6 50.9 103 71-132
1,1-Dichloroethene ug/L 49.6 46.3 93 75-130
1,2,4-Trichlorobenzene ug/L 49.6 41.1 83 70-130
1,2-Dibromo-3-chloropropane ug/L 49.6 41.4 83 63-123
1,2-Dibromoethane (EDB) ug/L 49.6 48.7 98 70-130
1,2-Dichlorobenzene ug/L 49.6 46.1 93 70-130
1,2-Dichloroethane ug/L 49.6 40.1 81 70-131
1,2-Dichloropropane ug/L 49.6 52.1 105 80-120
1,3-Dichlorobenzene ug/L 49.6 46.8 94 70-130
1,4-Dichlorobenzene ug/L 49.6 46.7 94 70-130
Benzene ug/L 49.6 49.0 99 73-145
Bromodichloromethane ug/L 49.6 53.6 108 70-130
Bromoform ug/L 49.6 47.5 96 67-130
Bromomethane ug/L 50 33.2 66 26-128
Carbon tetrachloride ug/L 49.6 51.9 105 70-133

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
LABORATORY CONTROL SAMPLE: 1600593
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 49.6 49.4 100 70-130
Chloroethane ug/L 50 46.2 92 58-120
Chloroform ug/L 49.6 50.6 102 80-121
Chloromethane ug/L 50 22.4 45 40-127
cis-1,2-Dichloroethene ug/L 49.6 54.0 109 70-130
cis-1,3-Dichloropropene ug/L 49.6 46.9 95 70-130
Dibromochloromethane ug/L 49.6 46.1 93 70-130
Dichlorodifluoromethane ug/L 50 36.2 72 20-135
Ethylbenzene ug/L 49.6 49.6 100 87-129
Isopropylbenzene (Cumene) ug/L 49.6 51.1 103 70-130
mé&p-Xylene ug/L 99.2 106 107 70-130
Methyl-tert-butyl ether ug/L 49.6 47.4 96 66-143
Methylene Chloride ug/L 49.6 49.1 99 70-130
0-Xylene ug/L 49.6 50.8 102 70-130
Styrene ug/L 49.6 50.0 101 70-130
Tetrachloroethene ug/L 49.6 45.4 92 70-130
Toluene ug/L 49.6 50.4 102 82-130
trans-1,2-Dichloroethene ug/L 49.6 52.1 105 75-132
trans-1,3-Dichloropropene ug/L 49.6 42.8 86 70-130
Trichloroethene ug/L 49.6 53.4 108 70-130
Trichlorofluoromethane ug/L 50 43.5 87 76-133
Vinyl chloride ug/L 50 40.6 81 57-136
4-Bromofluorobenzene (S) % 110 61-130
Dibromofluoromethane (S) % 100 67-130
Toluene-d8 (S) % 94 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600919 1600920
MS MSD
40159567004  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <10.0 992 992 1030 1060 103 107 70-134 3 20
1,1,2,2-Tetrachloroethane ug/L <5.0 992 992 937 989 94 100 70-130 5 20
1,1,2-Trichloroethane ug/L <3.9 992 992 991 1020 100 103 70-130 3 20
1,1-Dichloroethane ug/L <4.8 992 992 1070 1010 108 102 71-133 5 20
1,1-Dichloroethene ug/L <8.2 992 992 972 988 98 100 75-136 2 20
1,2,4-Trichlorobenzene ug/L <44.2 992 992 794 868 80 88 70-130 9 20
1,2-Dibromo-3- ug/L <43.3 992 992 808 839 81 85 63-123 4 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <3.6 992 992 994 1060 100 106 70-130 6 20
1,2-Dichlorobenzene ug/L <10.0 992 992 864 966 87 97 70-130 11 20
1,2-Dichloroethane ug/L <34 992 992 950 962 96 97 70-131 1 20
1,2-Dichloropropane ug/L <4.7 992 992 1070 1100 107 111  80-120 3 20
1,3-Dichlorobenzene ug/L <10.0 992 992 933 959 94 97 70-130 3 20
1,4-Dichlorobenzene ug/L <10.0 992 992 939 992 95 100 70-130 5 20
Benzene ug/L <10.0 992 992 1110 1100 112 111 73-145 1 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600919 1600920
MS MSD
40159567004  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <10.0 992 992 1060 1130 107 114  70-130 7 20
Bromoform ug/L <10.0 992 992 979 995 99 100 67-130 2 20
Bromomethane ug/L <48.7 1000 1000 793 1000 79 99 26-129 23 20 R1
Carbon tetrachloride ug/L <10.0 992 992 1110 1130 112 114 70-134 2 20
Chlorobenzene ug/L <10.0 992 992 1020 1040 102 105 70-130 2 20
Chloroethane ug/L <75 1000 1000 1040 1250 104 125 58-120 18 20 M1
Chloroform ug/L <50.0 992 992 1070 1140 107 115 80-121 7 20
Chloromethane ug/L <10.0 1000 1000 581 636 58 64 40-128 9 20
cis-1,2-Dichloroethene ug/L <5.1 992 992 1020 1100 103 110 70-130 7 20
cis-1,3-Dichloropropene ug/L <10.0 992 992 986 1030 929 104 70-130 4 20
Dibromochloromethane ug/L <10.0 992 992 938 977 95 99 70-130 4 20
Dichlorodifluoromethane ug/L <4.5 1000 1000 928 937 93 94  20-146 1 20
Ethylbenzene ug/L <10.0 992 992 1020 1030 103 104 87-129 1 20
Isopropylbenzene (Cumene) ug/L <2.9 992 992 1020 1060 103 107 70-130 3 20
mé&p-Xylene ug/L <20.0 1980 1980 2140 2250 108 113  70-130 5 20
Methyl-tert-butyl ether ug/L <35 992 992 1020 997 103 101 66-143 2 20
Methylene Chloride ug/L <4.7 992 992 1020 1030 102 103 70-130 1 20
o-Xylene ug/L <10.0 992 992 1040 1070 105 108 70-130 3 20
Styrene ug/L <10.0 992 992 1020 1070 103 108 70-130 5 20
Tetrachloroethene ug/L <10.0 992 992 924 965 93 97 70-130 4 20
Toluene ug/L 10.1 992 992 1020 1060 102 106 82-131 4 20
trans-1,2-Dichloroethene ug/L <5.1 992 992 1050 988 106 100 75-135 6 20
trans-1,3-Dichloropropene ug/L <4.6 992 992 873 920 88 93 70-130 5 20
Trichloroethene ug/L 4610 992 992 5600 5910 99 131 70-130 5 20 M1
Trichlorofluoromethane ug/L <3.7 1000 1000 978 1080 98 108 76-150 10 20
Vinyl chloride ug/L <35 1000 1000 1010 1070 101 107 56-143 5 20
4-Bromofluorobenzene (S) % 108 103 61-130
Dibromofluoromethane (S) % 107 103 67-130
Toluene-d8 (S) % 97 95 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
QC Batch: 272258 Analysis Method: EPA 8260
QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV
Associated Lab Samples: 40159507011
METHOD BLANK: 1601679 Matrix: Water
Associated Lab Samples: 40159507011
Blank Reporting

Parameter Units Result Limit Analyzed Qualifiers
1,1,1,2-Tetrachloroethane ug/L <0.18 1.0 10/30/17 08:47
1,1,1-Trichloroethane ug/L <0.50 1.0 10/30/17 08:47
1,1,2,2-Tetrachloroethane ug/L <0.25 1.0 10/30/17 08:47
1,1,2-Trichloroethane ug/L <0.20 1.0 10/30/17 08:47
1,1-Dichloroethane ug/L <0.24 1.0 10/30/17 08:47
1,1-Dichloroethene ug/L <0.41 1.0 10/30/17 08:47
1,1-Dichloropropene ug/L <0.44 1.0 10/30/17 08:47
1,2,3-Trichlorobenzene ug/L <2.1 5.0 10/30/17 08:47
1,2,3-Trichloropropane ug/L <0.50 1.0 10/30/17 08:47
1,2,4-Trichlorobenzene ug/L <2.2 5.0 10/30/17 08:47
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/30/17 08:47
1,2-Dibromo-3-chloropropane ug/L <2.2 5.0 10/30/17 08:47
1,2-Dibromoethane (EDB) ug/L <0.18 1.0 10/30/17 08:47
1,2-Dichlorobenzene ug/L <0.50 1.0 10/30/17 08:47
1,2-Dichloroethane ug/L <0.17 1.0 10/30/17 08:47
1,2-Dichloropropane ug/L <0.23 1.0 10/30/17 08:47
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/30/17 08:47
1,3-Dichlorobenzene ug/L <0.50 1.0 10/30/17 08:47
1,3-Dichloropropane ug/L <0.50 1.0 10/30/17 08:47
1,4-Dichlorobenzene ug/L <0.50 1.0 10/30/17 08:47
2,2-Dichloropropane ug/L <0.48 1.0 10/30/17 08:47
2-Chlorotoluene ug/L <0.50 1.0 10/30/17 08:47
4-Chlorotoluene ug/L <0.21 1.0 10/30/17 08:47
Benzene ug/L <0.50 1.0 10/30/17 08:47
Bromobenzene ug/L <0.23 1.0 10/30/17 08:47
Bromochloromethane ug/L <0.34 1.0 10/30/17 08:47
Bromodichloromethane ug/L <0.50 1.0 10/30/17 08:47
Bromoform ug/L <0.50 1.0 10/30/17 08:47
Bromomethane ug/L <2.4 5.0 10/30/17 08:47
Carbon tetrachloride ug/L <0.50 1.0 10/30/17 08:47
Chlorobenzene ug/L <0.50 1.0 10/30/17 08:47
Chloroethane ug/L <0.37 1.0 10/30/17 08:47
Chloroform ug/L <2.5 5.0 10/30/17 08:47
Chloromethane ug/L <0.50 1.0 10/30/17 08:47
cis-1,2-Dichloroethene ug/L <0.26 1.0 10/30/17 08:47
cis-1,3-Dichloropropene ug/L <0.50 1.0 10/30/17 08:47
Dibromochloromethane ug/L <0.50 1.0 10/30/17 08:47
Dibromomethane ug/L <0.43 1.0 10/30/17 08:47
Dichlorodifluoromethane ug/L <0.22 1.0 10/30/17 08:47
Ethylbenzene ug/L <0.50 1.0 10/30/17 08:47
Hexachloro-1,3-butadiene ug/L <2.1 5.0 10/30/17 08:47

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
METHOD BLANK: 1601679 Matrix: Water
Associated Lab Samples: 40159507011
Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
Isopropylbenzene (Cumene) ug/L <0.14 1.0 10/30/17 08:47
mé&p-Xylene ug/L <1.0 2.0 10/30/17 08:47
Methyl-tert-butyl ether ug/L <0.17 1.0 10/30/17 08:47
Methylene Chloride ug/L <0.23 1.0 10/30/17 08:47
n-Butylbenzene ug/L <0.50 1.0 10/30/17 08:47
n-Propylbenzene ug/L <0.50 1.0 10/30/17 08:47
Naphthalene ug/L <2.5 5.0 10/30/17 08:47
0-Xylene ug/L <0.50 1.0 10/30/17 08:47
p-lsopropyltoluene ug/L <0.50 1.0 10/30/17 08:47
sec-Butylbenzene ug/L <2.2 5.0 10/30/17 08:47
Styrene ug/L <0.50 1.0 10/30/17 08:47
tert-Butylbenzene ug/L <0.18 1.0 10/30/17 08:47
Tetrachloroethene ug/L <0.50 1.0 10/30/17 08:47
Toluene ug/L <0.50 1.0 10/30/17 08:47
trans-1,2-Dichloroethene ug/L <0.26 1.0 10/30/17 08:47
trans-1,3-Dichloropropene ug/L <0.23 1.0 10/30/17 08:47
Trichloroethene ug/L <0.33 1.0 10/30/17 08:47
Trichlorofluoromethane ug/L <0.18 1.0 10/30/17 08:47
Vinyl chloride ug/L <0.18 1.0 10/30/17 08:47
4-Bromofluorobenzene (S) % 89 61-130 10/30/17 08:47
Dibromofluoromethane (S) % 122 67-130 10/30/17 08:47
Toluene-d8 (S) % 100 70-130 10/30/17 08:47
LABORATORY CONTROL SAMPLE: 1601680
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
1,1,1-Trichloroethane ug/L 49.6 53.5 108 70-130
1,1,2,2-Tetrachloroethane ug/L 49.6 51.1 103 70-130
1,1,2-Trichloroethane ug/L 49.6 52.3 105 70-130
1,1-Dichloroethane ug/L 49.6 62.7 126 71-132
1,1-Dichloroethene ug/L 49.6 51.9 105 75-130
1,2,4-Trichlorobenzene ug/L 49.6 37.5 76 70-130
1,2-Dibromo-3-chloropropane ug/L 49.6 46.4 94 63-123
1,2-Dibromoethane (EDB) ug/L 49.6 48.5 98 70-130
1,2-Dichlorobenzene ug/L 49.6 46.1 93 70-130
1,2-Dichloroethane ug/L 49.6 61.0 123 70-131
1,2-Dichloropropane ug/L 49.6 55.0 111 80-120
1,3-Dichlorobenzene ug/L 49.6 44.4 89 70-130
1,4-Dichlorobenzene ug/L 49.6 48.9 98 70-130
Benzene ug/L 49.6 52.7 106 73-145
Bromodichloromethane ug/L 49.6 52.1 105 70-130
Bromoform ug/L 49.6 47.4 96 67-130
Bromomethane ug/L 50 47.4 95 26-128
Carbon tetrachloride ug/L 49.6 54.9 111 70-133

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
LABORATORY CONTROL SAMPLE: 1601680
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Chlorobenzene ug/L 49.6 50.0 101 70-130
Chloroethane ug/L 50 58.6 117 58-120
Chloroform ug/L 49.6 55.3 112 80-121
Chloromethane ug/L 50 41.4 83 40-127
cis-1,2-Dichloroethene ug/L 49.6 50.0 101 70-130
cis-1,3-Dichloropropene ug/L 49.6 43.9 88 70-130
Dibromochloromethane ug/L 49.6 48.2 97 70-130
Dichlorodifluoromethane ug/L 50 32.3 65 20-135
Ethylbenzene ug/L 49.6 49.7 100 87-129
Isopropylbenzene (Cumene) ug/L 49.6 48.0 97 70-130
mé&p-Xylene ug/L 99.2 99.1 100 70-130
Methyl-tert-butyl ether ug/L 49.6 53.7 108 66-143
Methylene Chloride ug/L 49.6 55.0 111 70-130
0-Xylene ug/L 49.6 47.3 95 70-130
Styrene ug/L 49.6 48.6 98 70-130
Tetrachloroethene ug/L 49.6 47.7 96 70-130
Toluene ug/L 49.6 49.2 99 82-130
trans-1,2-Dichloroethene ug/L 49.6 55.2 111 75-132
trans-1,3-Dichloropropene ug/L 49.6 42.3 85 70-130
Trichloroethene ug/L 49.6 50.0 101 70-130
Trichlorofluoromethane ug/L 50 66.7 133 76-133
Vinyl chloride ug/L 50 49.3 99 57-136
4-Bromofluorobenzene (S) % 105 61-130
Dibromofluoromethane (S) % 115 67-130
Toluene-d8 (S) % 103 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1601755 1601756
MS MSD
40159632008  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

1,1,1-Trichloroethane ug/L <2.0 198 198 216 224 109 113 70-134 4 20
1,1,2,2-Tetrachloroethane ug/L <1.0 198 198 201 213 101 108 70-130 6 20
1,1,2-Trichloroethane ug/L <0.79 198 198 214 217 108 109 70-130 1 20
1,1-Dichloroethane ug/L <0.97 198 198 256 267 129 135 71-133 5 20 M1
1,1-Dichloroethene ug/L <1.6 198 198 212 223 107 112 75-136 5 20
1,2,4-Trichlorobenzene ug/L <8.8 198 198 189 192 95 97 70-130 2 20
1,2-Dibromo-3- ug/L <8.7 198 198 203 219 103 110 63-123 7 20
chloropropane
1,2-Dibromoethane (EDB) ug/L <0.71 198 198 197 205 99 103 70-130 4 20
1,2-Dichlorobenzene ug/L <2.0 198 198 191 197 96 99 70-130 3 20
1,2-Dichloroethane ug/L <0.67 198 198 248 257 125 129 70-131 3 20
1,2-Dichloropropane ug/L <0.93 198 198 222 227 112 115 80-120 2 20
1,3-Dichlorobenzene ug/L <2.0 198 198 190 195 96 98 70-130 3 20
1,4-Dichlorobenzene ug/L <2.0 198 198 194 198 98 100 70-130 2 20
Benzene ug/L 165 198 198 370 381 103 109 73-145 3 20

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1601755 1601756
MS MSD
40159632008  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Bromodichloromethane ug/L <2.0 198 198 208 212 105 107 70-130 2 20
Bromoform ug/L <2.0 198 198 192 189 97 95 67-130 2 20
Bromomethane ug/L <9.7 200 200 210 229 105 114  26-129 8 20
Carbon tetrachloride ug/L <2.0 198 198 222 228 112 115 70-134 3 20
Chlorobenzene ug/L <2.0 198 198 202 202 102 102 70-130 0 20
Chloroethane ug/L <15 200 200 255 254 128 127 58-120 1 20 M1
Chloroform ug/L <10.0 198 198 224 232 113 117 80-121 3 20
Chloromethane ug/L <2.0 200 200 175 195 88 98 40-128 11 20
cis-1,2-Dichloroethene ug/L <1.0 198 198 200 210 101 106 70-130 5 20
cis-1,3-Dichloropropene ug/L <2.0 198 198 179 191 20 96 70-130 7 20
Dibromochloromethane ug/L <2.0 198 198 195 192 98 97 70-130 2 20
Dichlorodifluoromethane ug/L <0.90 200 200 122 133 61 67 20-146 9 20
Ethylbenzene ug/L 377 198 198 594 579 110 102 87-129 3 20
Isopropylbenzene (Cumene) ug/L 34.7 198 198 241 242 104 105 70-130 0 20
mé&p-Xylene ug/L 7.73 397 397 406 412 100 102 70-130 1 20
Methyl-tert-butyl ether ug/L <0.70 198 198 219 236 110 119 66-143 7 20
Methylene Chloride ug/L <0.93 198 198 224 237 113 119 70-130 6 20
o-Xylene ug/L 66.9 198 198 270 269 102 102 70-130 0 20
Styrene ug/L <2.0 198 198 199 199 100 100 70-130 0 20
Tetrachloroethene ug/L <2.0 198 198 192 193 97 97 70-130 0 20
Toluene ug/L <2.0 198 198 201 202 100 101 82-131 1 20
trans-1,2-Dichloroethene ug/L <1.0 198 198 224 235 113 119 75-135 5 20
trans-1,3-Dichloropropene ug/L <0.92 198 198 175 183 88 92 70-130 4 20
Trichloroethene ug/L <13 198 198 202 208 102 105 70-130 3 20
Trichlorofluoromethane ug/L <0.74 200 200 266 277 133 139 76-150 4 20
Vinyl chloride ug/L <0.70 200 200 202 223 101 112 56-143 10 20
4-Bromofluorobenzene (S) % 103 102 61-130
Dibromofluoromethane (S) % 114 114 67-130
Toluene-d8 (S) % 103 102 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

QC Batch: 272086 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40159507001, 40159507002

METHOD BLANK:
Associated Lab Samples:

1600210

Matrix: Water

40159507001, 40159507002

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers

1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/27/17 08:36
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/27/17 08:36

Benzene ug/L <0.50 1.0 10/27/17 08:36
Ethylbenzene ug/L <0.50 1.0 10/27/17 08:36
m&p-Xylene ug/L <1.0 2.0 10/27/17 08:36
Methyl-tert-butyl ether ug/L <0.17 1.0 10/27/17 08:36

0-Xylene ug/L <0.50 1.0 10/27/17 08:36

Toluene ug/L <0.50 1.0 10/27/17 08:36
4-Bromofluorobenzene (S) % 91 61-130 10/27/17 08:36
Dibromofluoromethane (S) % 98 67-130 10/27/17 08:36
Toluene-d8 (S) % 101 70-130 10/27/17 08:36
LABORATORY CONTROL SAMPLE: 1600211

Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers

Benzene ug/L 49.6 46.5 94 73-145
Ethylbenzene ug/L 49.6 53.2 107 87-129
mé&p-Xylene ug/L 99.2 107 108 70-130
Methyl-tert-butyl ether ug/L 49.6 50.5 102 66-143
0-Xylene ug/L 49.6 52.9 107 70-130
Toluene ug/L 49.6 49.7 100 82-130
4-Bromofluorobenzene (S) % 98 61-130
Dibromofluoromethane (S) % 103 67-130
Toluene-d8 (S) % 97 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 11/02/2017 01:05 PM
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This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.

Page 61 of 73



QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

QC Batch: 272089 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40159507014, 40159507015, 40159507016, 40159507017

METHOD BLANK:
Associated Lab Samples:

1600220

Matrix: Water

40159507014, 40159507015, 40159507016, 40159507017

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/27/17 09:09
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/27/17 09:09
Benzene ug/L <0.50 1.0 10/27/17 09:09
Ethylbenzene ug/L <0.50 1.0 10/27/17 09:09
m&p-Xylene ug/L <1.0 2.0 10/27/17 09:09
Methyl-tert-butyl ether ug/L <0.17 1.0 10/27/17 09:09
Naphthalene ug/L <2.5 5.0 10/27/17 09:09
0-Xylene ug/L <0.50 1.0 10/27/17 09:09
Toluene ug/L <0.50 1.0 10/27/17 09:09
4-Bromofluorobenzene (S) % 93 61-130 10/27/17 09:09
Dibromofluoromethane (S) % 109 67-130 10/27/17 09:09
Toluene-d8 (S) % 102 70-130 10/27/17 09:09
LABORATORY CONTROL SAMPLE: 1600221
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 49.6 53.4 108 73-145
Ethylbenzene ug/L 49.6 50.3 101 87-129
mé&p-Xylene ug/L 99.2 99.4 100 70-130
Methyl-tert-butyl ether ug/L 49.6 44.7 90 66-143
0-Xylene ug/L 49.6 50.0 101 70-130
Toluene ug/L 49.6 50.3 101 82-130
4-Bromofluorobenzene (S) % 102 61-130
Dibromofluoromethane (S) % 100 67-130
Toluene-d8 (S) % 108 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600424 1600425
MS MSD
40159544001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Benzene ug/L 0.46 mg/L 496 496 947 991 929 107 73-145 5 20
Ethylbenzene ug/L 0.46 mg/L 496 496 971 980 103 105 87-129 1 20
m&p-Xylene ug/L 2470 992 992 3270 3410 80 94  70-130 4 20
Methyl-tert-butyl ether ug/L <0.001/7 496 496 476 456 96 92 66-143 4 20
mg/L

o-Xylene ug/L 1020 496 496 1500 1530 96 103 70-130 2 20
Toluene ug/L 2.3 mg/L 496 496 2640 2610 78 72 82-131 1 20 M1
4-Bromofluorobenzene (S) % 109 107 61-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.

Date: 11/02/2017 01:05 PM
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Project:

Pace Project No.: 40159507

QUALITY CONTROL DATA

34625.003 CALUMET SUPERIOR

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600424 1600425
MS MSD
40159544001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Dibromofluoromethane (S) % 96 97 67-130
Toluene-d8 (S) % 109 106 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

QC Batch: 272105 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40159507005, 40159507006, 40159507012

METHOD BLANK:
Associated Lab Samples:

1600270

Matrix: Water

40159507005, 40159507006, 40159507012

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/27/17 08:18
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/27/17 08:18
Benzene ug/L <0.50 1.0 10/27/17 08:18
Ethylbenzene ug/L <0.50 1.0 10/27/17 08:18
m&p-Xylene ug/L <1.0 2.0 10/27/17 08:18
Methyl-tert-butyl ether ug/L <0.17 1.0 10/27/17 08:18
Naphthalene ug/L <2.5 5.0 10/27/17 08:18
0-Xylene ug/L <0.50 1.0 10/27/17 08:18
Toluene ug/L <0.50 1.0 10/27/17 08:18
4-Bromofluorobenzene (S) % 90 61-130 10/27/17 08:18
Dibromofluoromethane (S) % 102 67-130 10/27/17 08:18
Toluene-d8 (S) % 97 70-130 10/27/17 08:18
LABORATORY CONTROL SAMPLE: 1600271
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 49.6 51.9 105 73-145
Ethylbenzene ug/L 49.6 54.0 109 87-129
mé&p-Xylene ug/L 99.2 111 112 70-130
Methyl-tert-butyl ether ug/L 49.6 51.4 104 66-143
0-Xylene ug/L 49.6 54.5 110 70-130
Toluene ug/L 49.6 52.9 107 82-130
4-Bromofluorobenzene (S) % 98 61-130
Dibromofluoromethane (S) % 102 67-130
Toluene-d8 (S) % 98 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600272 1600273
MS MSD
40159524001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <0.50 49.6 49.6 54.1 56.7 109 114 73-145 5 20
Ethylbenzene ug/L <0.50 49.6 49.6 55.0 58.2 111 117 87-129 6 20
mé&p-Xylene ug/L <1.0 99.2 99.2 113 119 114 119 70-130 5 20
Methyl-tert-butyl ether ug/L <0.17 49.6 49.6 54.6 55.3 110 111 66-143 1 20
o-Xylene ug/L <0.50 49.6 49.6 55.2 58.0 111 117  70-130 5 20
Toluene ug/L <0.50 49.6 49.6 53.1 56.5 107 114  82-131 6 20
4-Bromofluorobenzene (S) % 97 100 61-130
Dibromofluoromethane (S) % 104 106 67-130

Date: 11/02/2017 01:05 PM
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QUALITY CONTROL DATA

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1600272 1600273
MS MSD
40159524001  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 94 96 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

QC Batch: 272282 Analysis Method: EPA 8260

QC Batch Method:  EPA 8260 Analysis Description: 8260 MSV UST-WATER

Associated Lab Samples:

40159507003, 40159507004, 40159507013

METHOD BLANK:
Associated Lab Samples:

1601757

Matrix: Water

40159507003, 40159507004, 40159507013

Blank Reporting
Parameter Units Result Limit Analyzed Qualifiers
1,2,4-Trimethylbenzene ug/L <0.50 1.0 10/30/17 12:25
1,3,5-Trimethylbenzene ug/L <0.50 1.0 10/30/17 12:25
Benzene ug/L <0.50 1.0 10/30/17 12:25
Ethylbenzene ug/L <0.50 1.0 10/30/17 12:25
m&p-Xylene ug/L <1.0 2.0 10/30/17 12:25
Methyl-tert-butyl ether ug/L <0.17 1.0 10/30/17 12:25
Naphthalene ug/L <2.5 5.0 10/30/17 12:25
0-Xylene ug/L <0.50 1.0 10/30/17 12:25
Toluene ug/L <0.50 1.0 10/30/17 12:25
4-Bromofluorobenzene (S) % 89 61-130 10/30/17 12:25
Dibromofluoromethane (S) % 99 67-130 10/30/17 12:25
Toluene-d8 (S) % 100 70-130 10/30/17 12:25
LABORATORY CONTROL SAMPLE: 1601758
Spike LCS LCS % Rec
Parameter Units Conc. Result % Rec Limits Qualifiers
Benzene ug/L 49.6 46.5 94 73-145
Ethylbenzene ug/L 49.6 55.1 111 87-129
mé&p-Xylene ug/L 99.2 106 107 70-130
Methyl-tert-butyl ether ug/L 49.6 47.6 96 66-143
0-Xylene ug/L 49.6 54.7 110 70-130
Toluene ug/L 49.6 51.5 104 82-130
4-Bromofluorobenzene (S) % 101 61-130
Dibromofluoromethane (S) % 101 67-130
Toluene-d8 (S) % 100 70-130
MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1601962 1601963
MS MSD
40159608021  Spike Spike MS MSD MS MSD % Rec Max
Parameter Units Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual

Benzene ug/L <1.0 49.6 49.6 47.5 47.9 96 97 73-145 1 20
Ethylbenzene ug/L <1.0 49.6 49.6 56.6 56.9 114 115 87-129 1 20
mé&p-Xylene ug/L <2.0 99.2 99.2 118 115 119 116  70-130 3 20
Methyl-tert-butyl ether ug/L <1.0 49.6 49.6 51.8 51.8 104 104 66-143 0 20
o-Xylene ug/L <1.0 49.6 49.6 57.8 55.9 116 113  70-130 3 20
Toluene ug/L <1.0 49.6 49.6 51.8 50.6 104 102 82-131 2 20
4-Bromofluorobenzene (S) 99 104 61-130
Dibromofluoromethane (S) 102 101  67-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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QUALITY CONTROL DATA

Project: 34625.003 CALUMET SUPERIOR

Pace Project No.: 40159507

Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1601962 1601963
MS MSD
40159608021  Spike Spike MS MSD MS MSD % Rec Max
Parameter Result Conc. Conc. Result Result % Rec % Rec Limits RPD RPD Qual
Toluene-d8 (S) 97 97 70-130

Results presented on this page are in the units indicated by the "Units" column except where an alternate unit is presented to the right of the result.
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Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9
Green Bay, WI 54302
(920)469-2436

QUALIFIERS

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

DEFINITIONS

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot.
ND - Not Detected at or above LOD.

J - Estimated concentration at or above the LOD and below the LOQ.

LOD - Limit of Detection adjusted for dilution factor and percent moisture.

LOQ - Limit of Quantitation adjusted for dilution factor and percent moisture.

S - Surrogate

1,2-Diphenylhydrazine decomposes to and cannot be separated from Azobenzene using Method 8270. The result for each analyte is
a combined concentration.

Consistent with EPA guidelines, unrounded data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Control Sample (Duplicate)

MS(D) - Matrix Spike (Duplicate)

DUP - Sample Duplicate

RPD - Relative Percent Difference

NC - Not Calculable.

SG - Silica Gel - Clean-Up

U - Indicates the compound was analyzed for, but not detected at or above the adjusted LOD.

N-Nitrosodiphenylamine decomposes and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.

Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes.
TNI - The NELAC Institute.

LABORATORIES

PASI-G Pace Analytical Services - Green Bay

ANALYTE QUALIFIERS

M1 Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (LCS) recovery.
R1 RPD value was outside control limits.

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
Date: 11/02/2017 01:05 PM without the written consent of Pace Analytical Services, LLC. Page 68 of 73



Pace Analytical Services, LLC
1241 Bellevue Street - Suite 9

QUALITY CONTROL DATA CROSS REFERENCE TABLE

Green Bay, WI 54302

(920)469-2436

Project: 34625.003 CALUMET SUPERIOR
Pace Project No.: 40159507

Analytical
Lab ID Sample ID QC Batch Method QC Batch Analytical Method Batch
40159507018 LRS-1 EPA 8021 272425
40159507019 LRS-2 EPA 8021 272425
40159507020 LRS-3 EPA 8021 272425
40159507021 LRS-4 EPA 8021 272425
40159507022 LRS-6 EPA 8021 272425
40159507023 LRS-7 EPA 8021 272425
40159507024 MW-1/FL EPA 8021 272425
40159507025 MW-2/FL EPA 8021 272425
40159507026 MW-3/FL EPA 8021 272425
40159507027 MW-9/FL EPA 8021 272425
40159507028 MW-10/FL EPA 8021 272425
40159507029 MW-11/FL EPA 8021 272425
40159507030 MW-13/FL EPA 8021 272425
40159507031 MW-14/FL EPA 8021 272425
40159507032 TRIP BLANK EPA 8021 272425
40159507007 MW-1/T68 EPA 8260 272177
40159507008 MW-2/T68 EPA 8260 272177
40159507009 MW-4/T68 EPA 8260 272177
40159507010 MW-5/T66 EPA 8260 272177
40159507011 MW-6/T68 EPA 8260 272258
40159507001 MW-1/T40 EPA 8260 272086
40159507002 MW-4/T40 EPA 8260 272086
40159507003 MW-5/T40 EPA 8260 272282
40159507004 MW-6/T40 EPA 8260 272282
40159507005 MW-7/T40 EPA 8260 272105
40159507006 TS-1/T40 EPA 8260 272105
40159507012 MW-1R/T70 EPA 8260 272105
40159507013 MW-2R/T70 EPA 8260 272282
40159507014 MW-3/T70 EPA 8260 272089
40159507015 MW-4/T70 EPA 8260 272089
40159507016 MW-5/T70 EPA 8260 272089
40159507017 MW-6/T70 EPA 8260 272089

Date: 11/02/2017 01:05 PM

REPORT OF LABORATORY ANALYSIS

This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, LLC.
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(Please Print Clearly)

PER MIDWEST REGION

Page 1

of3

Company Name: | (", ¢, e O MN: 612-607-1700 Wi 920-469-2436 ’ V %
,Branch/Location: Mu SE‘V\:’KE ,\\,/{]L?’?g m% C{(\) / g\ 7 S\ a 7 E
Project comact: | {13 CL Wi Y U g
lPhone: (C% L0, &%Q)}Q CHAIN OF CUSTODY Mail To Contact:

Project Number: | 2 1 (1< OG5 pctone BeHGL  G-H2SO4 DeriNGSEoe) Witer  F=Metnanol G=NaOH Mail To Company:

Project Name: C,Ca\ o E’_:" Soperion H=Sodium Bisulfate Solution i=Sodium Thiosulfate _J=Other Mall To Address: GOTS E X o 1( f ¥ S,rs Ssj
[Project State: w L ' it N | N Mui 50)‘"/ W 5371]
Sampled By (Print): M GRS {\/\ 0552/ aainbey B3 5 Invoice To Contact: /&

Sampled By (Sign): - invoice To Company: /

PO #: %‘:ﬁ;’f Invoice To Address:

Data Pa(:kaa b:)o tions MS/MSD _— Matr\i;(_cvzitras ; %_
m PRIV L L vl N gﬁi ,a20 — \
D] EPALovel v | [ NOT neadod on |01 St Suoo et o RO R I
your sample |9 < sudge Wi = Wi >0 O SN CLIENT LAB COMMENTS | Profile #

PACE LAB # CLIENT FIELD ID e 8-1>9 gj” COMMENTS (Lab Use Only)

QO | Mw-i/T40 10/t |30 | W % 2L InS

002 | MwN [ TYO BENE.

OOR [Mws/ T4 e 175y |

QO |Mw-6 ) THb 1 [3eo] |

QO |Mw-7/T40 | | (1305

DD, | To-1/ THO , 1315

OO M-/ T, . | 310 X

0Of [Mw/T6L3 , 1345

0% IMWHTE3 ] 1330

OO MW /T . 3SD

QU MW-6/T(3 (35S -

Ol2 [Mw-iR/T70 . Mzs| | | b

Q3 [Mw-zR[TTb L7 Tms 7 ¥ N~
Rush Turnaround Time Requested - Prelims TRelinquished By: Date/Time: PACE Project No.

(Rush TAT subject to approval/surcharge)
Date Needed:

[¢3o

Receivedﬁa/ u

Transmit Prelim Rush Results by {complete what you want):

Date/T: ime:[ O L,@

Date/Time:

YolS9507

(el

oyZrce |

O)Z(////Z [oL’{b—lr‘ pt Temp =

(Q,C) \“c

[Email #1: [ Relinquished By: Date/Time: Received By: DatelTime:
lEmaH #2: Sample Receipt pH
ITelephone: Relinquished By: Date/Time: Received By: Date/Time: OK / Adjusted
TFax: Cooler Custody Seal
Samples on HOLD are subject to Relinquished By: Date/Time: Received By: Date/Time: Present/
special pricing and release of Hiablilty In't_aﬂi 3 St
Version 6.0 08/14/06

C019a(27Jun20086)

ORIGINAL




(Please Print Clearly) UPPER MIDWEST REGION Page ) of 5
Company Name: MN: 612-607-1700 WI: 920-469-2436 ﬂ
. ® ) i ) ©
[BranchiLocation: CeAnawcal [/( Qig q 5\67 N
www.pacelabs com L o)
lProject Contact: q /Q/(Z/ Quote #: s
[Phone: e O/ @ HA N O F C U STQ DY Mail To Contact:
. . \ *Proservation Codes |
[Pro;ect Number: Y) (-}'/DX AsNome B=HCL C=H2S504 D=HNO3 E=DiWater F=Methanol G=NaOH Mail To Company:
!Pro}ect Name: \ H=Sodium Bisulfate Solution i=Sodium Thiosulfate J=0Other Mail To Address:
lProject State: 6/ F:\L.;E;E;? [\J
o N HRESERVATION ¢ ; .
Sampled By (Print): P (CODES* L% invoice To Contact:
Sampled By (Sign): tnvoice To Company:
PO #: 'R:ri":‘_a;::\? invoice To Address:
S
Data Package Options MS/MSD Matrix Codes 3
{bitlable} D On your sample A z Afr w =:‘Va(§r ]
[ erPaLevel it (billable)  |C = Charcosl G = Cround Water 3 3 g Invoice To Phone:
D EPA Level IV D NOT needed on 0: Di!} sw ZSu:aZG V\;a;err O
your sample  |g =2?ﬂdge o s v\xp:‘ wat g UNQ %QQ CLIENT LAB COMMENTS Profile #
PACE LAB # CLIENT FIELD ID T wrx | R & COMMENTS {Lab Use Only)
Y [ Mw32 /770 Jojslos|cw] | ¢ 32 40mv 8
a5 . Mw-+/T770 J U (oo \
Ol Imw-3/T170 v 41D |
O] IMw-6/T70 | {410
Q& LRS- . e Y
219 [iRs-Z 1 ess]]
O20 |LRS 3 ] (120
02/ [LRS-H 2 s
) LRS- 6 > MO
C23 |LRS -7 . o35
C2Y Mw -1 FL 0 ©i0
(5 TMwz/pL . 00T ]
i s
OZ/;’ MwWBIEL o " |I0O v \
Rush Turnaround Time Requested - Prelims Relinquished By: Dafe/Time: Received By: Date/Time: PACE Project No.
(Rush TAT subject to approval/surcharge) ) ((/ —,7) O ~ . ( é_ vt
Date Needed: Religquished Bg: Date/Time: Recgivi Y ‘ ime; (/{O : q\S 7
Transmit Prelim Rush Results by (complete what you want): - eﬂ) o{ l (B\Z/b{ 1/—7 ‘DL{D ,0 Q CZ{ / Uﬁ@/ /)/ w D Irecaipt Tomp = 26 °g
jEmail #1: Irelinquished By: i Date/Time: Recelved By: o Date/Time: FLTeme ‘, i
'Emall #2: l Sample Recelpt pH
ITelephone: Iretinquished By: DatefTime: Received By: DatefTime: OK / Adjusted
[Fax: Cooler Custody-Soa
Sampies on HOLD are subjsct to Relinquished By: DatefTime: Received By: Date/Time: Presept / N *
special pricing and release of Hability intact / Nof Tntac
Version 6.0 06/14/06
C019a(27Jun2006)

CRIGINAL




(Please Print Clearly)

UPPER MIDWEST REGION

Page ’3 of 3

™
Company Name: R MN: 612-607-1700 WIi: 920-469-2436 o . %
|BranchILocation: e ,Q) CeAnab’tlcal (/(_/Q \ Y 61 S 0 N
I www pacelabs.com &
lProject Contact: V/ e Quote #: s
[Phone: o }}2/ @ HAI N G F c Ej STQ » Y Mail To Contact:
s \ NS *Preservation Codes . .
,Pro;ect Number: k\} A=Nons  B=HCL C=H2504 D=HNO3 E=DiWater F=Methanol G=NaOH Mall To Company:
‘Prcject Mame: ¥ /\ H=Sodium Bisulfate Solution {=Sodium Thiosulfate J=0ther Mall To Address:
'Project State: -~ F&;g\;gj)? /\}
Sampied By (Print): PRE::?;’E‘;I'ON g Invoice To Contact:
Sampled By (Sign): invoice To Company:
R fat
PO #: ;i:;;? invoice To Address:
Data Package Options MS/MSD Matrix Codes
{billable} D on ! A = Al W = Water L
your sampie g gig OW = Drinking Wat
D EPA Level ili (billable} c= c‘::coal GW = G?gu;ndgw:t:rr 3 l'% Invoice To Phone:
D EPA Level IV B NOT needed on g: Oit. SwW ==Surface Water N
yoursample |3 huie  weowime g ® CLIENT LAB COMMENTS | Pprofile #
PACE LAB # CLIENT FIELD ID s a COMMENTS {Lab Use Only)
02 ] MW /e F L |osite [ew A0y 7
H <, 4
28 IMw i evs—FL . 135
H
029 [Mw-A gL ; lo\s
’ 2 e
O30 IMw-13/FL . o [
O3 IMw-4 JEL . 101
O?’Z_ i tip %\(AV\K o 2'%0VV\LV6
1
Rush Turnaround Time Requested - Prelims Retinquished By: Date/Time: Recsived By: Date/Time: PACE Project No.
(Rush TAT subject to approval/surcharge) L (;g 3 6 A A ({D / S‘ 7 3\07
Date Needed: lingusished By; Date/Time: Reoe% : .  DatgfTime: s
Transmit Prelim Rush Results by (complate what you want): RETQ cﬁ éx ( DW 1/] l 0% . I \szjl// { 7[ a% {R t Temp = . °c
[Emait #1: IRelinquished By: Date/Time: Received By: Datel/Time: i l& /
lEmail #2: Sample Receipt pH
l?elaphone: Relinquished By: Date/Time: Received By: Date/Time: OK / Adjusted
Fax:
Samples on HOLD are subject to Relinquished By: Date/Time: Received By: Date/Time:
special pricing and release of liability intact / No
Version 6.0 06114106

C019a(27Jun2006)

CRIGINAL



/" _PaceAnalytical
jé{‘?CIient Name: GG&M@%H%{@

Sample Condition Upon Receipt

Courier: {_Fed Ex[™ UPS ™ Client [ Pace Other:“J

Pace Analytical Services, LLC. - Green Bay Wi
1241 Bellevue Street, Suite 9
Green Bay, WI 54302

WO# : 40159507

Project #:

Tracking #:__ X (2,6AX1U29 (L

40159507

Custody Seal on Cooler/Box Present: [~ ye no Seals
Custody Seal on Samples Present: | yes,r“/f{o Seals

Packing Material: [~ Bubble Wrap/P“/Bubble Bags [

Thermometer Used

£

Type of Ice:

intact: I~ yes|~ no
intact: I~ yes © no

None [~ Other
y}e Dry None
BicTogical Tissue is Frozen: [~ yes

[=—samples on ice, cooling process has begun

Comments/ Resolution:

Cooler Temperature  Uncorr: iCorr:§2 D)y
Temp Blank Present: [ yQE}F‘,no " no Person examining contents:
Temp should be above freezing to 6°C. :Da.;e:'%
Biota Samples may be received at < 0°C. Comments: nitials:
Chain of Custody Present: es [INo [IN/AA.
Chain of Custody Filled Out: ,zﬂs One Onalf2.
Chain of Custody Relinquished: _HA%s Ono Onalz. MO Aade M)@, M
Sampler Name & Signature on COC: Aves ONo ONAld 112\ Oy QA DN\2e1 )
\ ¥ T
Samples Arrived within Hold Time: es [INo [IN/A]S. J
- VOA Samples frozen upon receipt Clves [INo Date/Time:

Short Hold Time Analysis (<72hr): DYes/Eﬂ Onals.
Rush Turn Around Time Requested: OYes l;n{ OINA L7
Sufficient Volume: Oves e Ovals WO M3 M e 7. O\ 2 Naw)
Correct Containers Used: tPres [INo [N JO.

-Pace Containers Used: Sves ONe [OON/A

-Pace IR Containers Used: Oves CNo CINA
Containers intact: ~—Eves ONo CIN/A[10.
Filtered volume received for Dissolved tests Oves CINo EWA J11,
Sample Labels match COC: (o ’1\% Onval12.020 -Hme 16C0

-Includes date/time/ID/Analysis  Matrix: 16-26-117 p<
All containers needing preservation have been checked. : .
(Non-Compliance noted in 13.) Oves Ono ARAly3 [ HNO3 [T H2S04 [ NaOH [~ NaOH +ZnAct
All confainers neéd_ir-fé— r;ré'servafigrr arefound tobe in o
compliance with EPA recommendation. yes [CINo L—:]y(
(HNO3, H2504 <2, NaOH+ZnAct29 NaOH212) . _ 7.
exception ~coliform, TOC, TOX, TOH, Initial when Lab Std #D of Date/
0&G, WID ~Phenolics, OTHER: /E]Y/es CINo completed preservative Time:

“|Headspace in VOA Vials ( >6mm): Oves HAfo [N |14,
Trip Blank Present: Yes [CINo [OIN/A}15.
Trip Blank Custody Seals Present JZ@ OnNe ONA
Pace Trip Blank Lot # (if purchased): _38/)
Client Notification/ Resolution: If checked, see attached form for additional comments ]
Person Contacted: Date/Time:

Project Manager Review: K Ne (é_ f‘@ / /7;»4\

Date: [O/ 26/ T

F-GB-C-031-Rev.04 (12Dec2016) SCUR xls
Pace Analytical Services LLC. - Green Bay W1
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