
State of Wisconsin 
rODDl?~PONOl?.Nrl?/Ml?.MOD A NOTTM ------------------

DATE: November 17, 2015 FILE REF: 

TO: File (Graymont Former Koch Marine Fueling) 

FROM: John Sager 

SUBJECT: November 17, 2015 telephone call with Ted Hubbes, Braun Intertech 

Sager spoke with Ted Hubbes, Braun Intertech, the morning of 11/17115. Hubbes told Sager that since 
the notification Braun installed several Geoprobes at the site of the petroleum seep and is going to be 
excavating soil on 11118/2015. Sager told Hubbes that Sager would find out if this contamination can be 
combined with the existing site under the GIS Registry or if anew site had to be made depending on the 
results ofthe excavation on 11/18/2015. 

Printed on 
Recycled 

Paper 



Sager, John E- DNR 

From: 
Sent: 
To: 
Subject: 
Attachments: 

Follow Up Flag: 
Flag Status: 

Shafel, Kathleen S - DNR 
Wednesday, August 05, 2015 10:59 

Sager, John E - DNR 
FW: Graymont (WI) LLC 
1480_001.pdf 

Follow up 
Flagged 

Hi John- here is a Notification that has come in for the Graymont facility in Superior, Douglas Co. I did not assign this a 

Pending number due to the Location has two Closed sites BRRTS # 02-16-559001 & 03-16-562508. Is this an addition? 

Let me know about developments. 

Thanks, 
We are committed to service excellence. 
Visit our survey at http ://dnr.wi.gov/customersurvey to evaluate how I did . 

Kathleen Shafe l 
Phone: (715) 623-4190 x 3127 
Kathleen .Shafel@wisconsin .gov 

From: Hubbes, Ted [mailto:THubbes@braunintertec.com] 
Sent: Wednesday, August 05, 2015 8:07AM 
To: DNR RR NOR 
Subject: Graymont (WI) LLC 

Please review the attached and contact me with questions. I have included some additional discussion below. Thank 

you . Ted 

In Ju ly 2015, petro leum impacts (asphalt or heavy petroleum product) were observed during excavation/construction 

activities in the area of Pulverised Limestone 3 (PLS 3), as shown in Figure 1. The identified contaminated soil was 

separated visually and stockpiled on site pending off-site disposal. In addition, petroleum product (possibly Number 6 

Fuel Oil) has been observed seeping through the pavement near a Hydrate Product Tank. The observed area is sma ll 

(approximately three feet by six inches) . It is anticipated that the source of these impacts are the previous aboveground 

storage tanks (ASTs) and/or historic property use as a Marine Fueling Terminal BRRTs #02-16-000446). 

BRAU 
INTERTEC 

Ownership 
@Work 

Ted R. Hu bbes, PG, CHMM 

Senior Scientist/ Associate Principal 
Northern Minnesota- Du luth and Hibbing offices 
218.263.8869 office I 218.969.5833 mobi le 
thubbes@braunintertec.com 

bra unin tertec.co m I Twitter: Braun lntertec I 

1 

Linkedln: Bra un lntertec 



State of Wisconsin 
Department of Natural Resources 
dnr.wi.gov 

Notification For Hazardous Substance Discharge 
(Non-Emergency Only) 

Fonn 4400-225 (09/13) Page 1 of 2 

Emergency Discharges I Spills should be reported via the 24-Hour Hotline: 1-800-943-0003 

Notice: Hazardous substance discharges must be reported immediately according to s . 292.11 Wis. Stats . Non-emergency hazardous 
substance discharges may be reported by telefaxing or a-mailing a completed report to the Department, or calling or visiting a Department 
office in person. If you choose to notify the Department by telefax or by email, you should use this fonn to be sure that all necessary 
information is included. However, use of this fonn is not mandatory. Under s. 292.99, Wis. Stats., the penalty for violating the reporting 
requirements of ch. 292 Wis. Stats., shall be no less than $10 nor more than $5000 for each violation. Each day of continued violation is a 
separate offense. It is not the Department's intention to use any personally identifiable infonnation from this fonn for any purpose other than 
program administration. However, information submitted Of' this fonn may also be made available to requesters under Wisconsin's Open 
Records Law (ss. 19.31 - 19.39, Wis. Stats.) . 

Confirmatory laboratory data should be included with this fonn, to assist the DNR in processing this Hazardous Substance Release 
Notification. 

Complete this fonn . TYPE or PRINT LEGIBLY. NOTIFY appropriate DNR region (see next page) IMMEDIATELY upon discovery of a 
potential release from (check one): 

I Underground Petroleum Storage Tank System (additional information may be required for Item 6 below) 

[X Aboveground Petroleum Storage Tank System 

I Dry Cleaner Facility 

I Other - Describe: 

ATIN DNR: R & R Program Associate Date DNR Notified: 

1. Discharge Reported By 

08/04/2015 

Name 
T~d R. Hubb~s 

Phone No. (include area code) 
(218) 263-8869 

Mailing Address 
45 11 West First Street, Duluth, MN 55807 

2. Site Information 

Email Address 
thubbcs@braunintertec .com 

Name of site at which discharge occurred . Include local name of site/business, not responsible party name, unless a residence/vacant 
property. Graymont (WI) LLC 

Location: Include street address, not PO Box. If no street address, describe as precisely as possible, i.e., 1/4 mile NW of CTHs 60 & 123 

on E side of CTH 60. 800 Hill Avenue. Superior. WI 54880 

Municipality: (City, Village, Township) Specify municipality in which the site is located, not mailing address/city. 

County: 
Douglas Sec I~ Tn 49 Range I ' y 

3. Responsible Party (RP) and/or RP Representative 

Responsible Party Name: Business or owner name that is responsible for cleanup. If more than one, list all . Attach additional pages as 
necessary. 

I Reported in compliance with s. 292.11 (2), Wis. Stats .. by a local government exempt from liability under s. 292.11 (9)(e ), Wis . Stats. 
For more infonnation see httR:I dn . · .Q.Q_v/tQgic/Bro_wnf e d!?l li!!b iJi.ty_.htmJ. 

Contact Person Phone Number Email Address 
Name (if different) 

"=> ~ 
Mailing Address - City State ZIP Code ..... 

. . 
Property owner 1f Different From RP. Busmess or owner name that 1s responsible for cleanup. If more than one, list all. Attach add1t1onal 

pages as necessary. Gmymont (WI) LLC 

Contact Person 
Name (if different) Phil Marquis J;-_": 
Mailing Address 
800 Hill Avenue 

- . Phone Number 
(715) 394-1711 

City 
Superior 

L. 

Email Address 

: ... 
• 

pmarquis@graymontcom ~ 

StaWite IZIP Code 
I s48so 

(contmuedj 



State of Wisconsin 
Department of Natural Resources 
dnr.wi.gov 

Notification For Hazardous Substance Discharge 
(Non·Emergency Only) 

4. Hazardous Substance lnfonnatlon 

Identify hazardous substance discharged (check all that apply)· 

I VOC's I Diesel 

I PAH's IX Fuel Oil 

I Metals (specify): 

I Arsenic 

r 
r 
r 

Chromium 

Cyanide 

Lead 

) PCB's 

----- -

5. Impacts to the Environment Information 

I Gasoline 

I Hydraulic Oil 

I Jet Fuel 

I Mineral Oil 

I WasteOil 

I Petroleum-Unknown Type 

Enter "K" for known/confirmed or "P" for potential for all that apply. 

Form 4400-225 (09/13) Page 2 of 2 

I PERC (Dry Cleaners) 

I RCRA Hazardous Waste 
I Leachate 

I Fertilizer 
I Pesticide/Herbicide/lnsecticide(s) 

r Other (specify): --------------------1 Unknown 

Air Contamination Sanitary Sewer Contamination K Soil Contamination 
Storm Sewer Co-Contamination (Petroleum & Contamination in Right of Way 

- Non-Petroleum) = Fire Explosion Threat 

Contamination Within 1 Meter of Bedrock K Free Product 

Contaminated Private Well P Groundwater Contamination 

Contaminated Public Well Off-Site Contamination 

Contamination in Fractured Bedrock Other (specify): 

Contamination was discovered as a result of: 

Surface Water Contamination 

Within 1 00 ft of Private Well 

Within 1 000 ft of Public Well 

I Tank closure assessment I Site assessment 

Date Date 

[X Other- Describe: Con t n~~:tion 

Date 

Lab results: I Lab results will be faxed upon receipt I Lab results are attached 

Additional Comments: Include a brief description of immediate actions taken to halt the release and contain or cleanup 
hazardous substances that have been discharged. 

None 

6. Federal Energy Act Requirements (Section 9002(d) of the Solid Waste Disposal Act (SWDA)) 

For all confirmed releases Source Cause 
from usrs occurring after IX Tank r Spill 
9/30/2007 please provide r Piping r Overfill 
the following information: r Dispenser r Corrosion 

r Submersible Turbine Pump r Physical or Mechanical Damage 

I Does not apply. r Delivery Problem r Installation Problem 

r Other (specify) : r Other (does not fit any of above) 
[X Unknown 

Contact information to report non-emergency releases in DNR's five regions are as follows: 
Northeast Region (FAX: 920-662-5197); Attention - R&R Program Associate: DNRRRNER@wisconsin.gov 

Brown, Calumet, Door, Fond du Lac (except City of Waupun - see South Central Region), Green Lake, Kewaunee, Manitowoc, 
Marinette, Marquette, Menominee, Oconto, Outagamie, Shawano, Sheboygan, Waupaca, Waushara, Winnebago counties 

Northern Region (FAX: 715-623-6773); Attention- R&R Program Associate: DNRRRNOR@wisconsin.gov 

Ashland, Barron, Bayfield, Burnett, Douglas, Forest, Florence, Iron, Langlade, Lincoln, Oneida, Polk, Price, Rusk, 
Sawyer, Taylor, Vilas, Washburn counties 

South Central Region (FAX: 608-273-5610); Attention-- R&R Program Associate: DNRRRSCR@wisconsin.gov 

Columbia, Dane, Dodge, Fond du Lac (City of Waupun only), Grant, Green, Iowa, Jefferson, Lafayette, Richland , 
Rock, Sauk, Walworth counties 

Southeast Region (FAX: 414-263-8550); Attention-- R&R Program Associate: DNRRRSER@wisconsin.gov 

Kenosha, Milwaukee, Ozaukee, Racine, Washington, Waukesha counties 

West Central Region (FAX: 715-839-6076); Attention-- R&R Program Associate: DNRRRWCR@wisconsin .gov 
Adams, Buffalo, Chippewa, Clark, Crawford , Dunn, Eau Claire, Jackson, Juneau, LaCrosse, Marathon, Monroe, Pepin, 
Pierce , Portage, St. Croix, Trempealeau , Vernon , Wood counties 
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GIS REGISTRY INFORMAnON 
. . 

SITE NAME: Ft:rrmlf kack HtJ..r(lne.- Fu.~lrt'8 
BARTS#: Oct-//.,- ooo tfY..Le 
CLOSURE DATE: 

SmEET ADDRESS: .:#: I Hi II tf ve. . 
CITY: Sc;pUior 
SOURCE PROPERTY GPS COORDINATES (meters in 
WTM91 projection): X= 

OFF-SOURCE CONTAMINATION (>ES): DYes 

IF YES, STREET ADDRESS 1: 

GPS COORDINATES (meters in WTM91 projection): X= 

IF YES, STREET ADDRESS 2: 

GPS COORDINATES (meters in WTM91 projection): X= 

IF YES, STREET ADDRESS 3: 

GPS COORDINATES (meters in WTM91 projection): X= 
IF YES, STREET ADDRESS 4: 

GPS COORDINATES (meters In WTM91 projection): X= 

IF YES, STREET ADDRESS 5: 

GPS COORDINATES (meters in WTM91 projection): X= 

CONTAMINATION IN RIGHT OF WAY: Oves 
DOCUMENTS NEEDED: 

Closure Letter, and any conditional closure letter Issued 

Copy of most recent deed, including legal descriPtion, for all affected properties 

Certified survey map or relevant portion of the recorded plat map (If referenced in the 
legal description) for all affected properties 

County Parcel tO number, If used for county, for all affected properties 

Location Map which outlines aU properties within contaminated site boundaries in sufficient 
detail to pennit the parcels to be located easily (8.5x14" if paper copy) 
Detailed Site Map(s) for all affected properties, showing buildings, roads, property 
boundaries, contaminant sources, Utility lines, monitoring wells and potable weHs. (8.5x14", 
paper copy) 

Tables of Latest Groundwater Analytical Results (no shading or cross·hatchlng) 

lsoconcentration map(s), If available from site Investigation ·(SI) (8.5x14"1f paper 
copy). The isoconcentration map should have flow direction and extent ofoontamination 
defined. If not available, Include the following 2 types of maps: 

Latest groundwater flow/monitoring well location map 

Latest extent of contaminant plume map 

Geologic cross--sections, If available from Sl. (8.5x14' if paper copy) 
GWUSE Restriction GIS 2/13102 version 3 

r .· 

Y= 

[giNo 

Y= 

Y= 

Y= 

Y= 

Y= 

IZJNo 

Page 1 



RP certified statement that legal descriptions are complete and accurate 

Copies of off-source notification letters (H applicable) 

Letter Informing ROW owner of residual contamination (if applicable) 
Copy of (soil or land use) deed restrictlon(s) or deed notice if any required as a 
condnlon of closure. ' 

.... 

GWUSE Restriction GIS 2113/02 version 3 

t .· 

Page2 



State of Wisconsin\ DEPARTMENT OF NATURAL RESOURCES 

DEPT. OF NATURAL RESOURCES 

April19, 2002 

Mr. Greg Schrab 
Koch Petroleum Group 
PO Box64596 

SCott McCallum, Governor 
Darrell Bazzell, Secretary 
William H. Smith, Regional Director 

St. Paul, MN 55164-o596 

SUBJECT: Final Case Closure 

Northern Region Headquarters 
107 Sutliff Ave. 

Rhinelander, Wisconsin 54501-o818 
.TelePhone 715-365-8900 

1 FAX 715-365-8932 
TDD 715-365-8957 

Former Koch Marine Fueling Facility, #1 Hill Ave, Superior, WI 
WDNR BRATS #: 02-16-D00446 

Dear Mr. Schrab: 

On June 3, 1999, your site as described above was reviewed for closure by the Northern 
Region Closure Committee. This committee reviews environmental remediation cases for 
compliance with state laws and standards to maintain consistency in the closure of these cases. 
On June 8, 1999, you were notified that the Closure Committee had granted conditional closure 
to this case. 

On April 19, 2002, the Department received correspondence indicating that you have complied 
with the conditions of closure, specifically, submittal of materials and fees for placement on the 
GIS Registry. The Department considers this case closed and no further investigation, 
remediation or other action is required at this time. 

Your site will be listed on the DNR Remediation and Redevelopment GIS Registry of Closed 
Remediation Sites. Information that was submitted with your closure request application will be 
included on the registry. To review the sites on the GIS Registry web page, visit 
http://gomapout.dnr.state.wi.us/org/at/etlgeo/gwur/index.htm 

Please be aware that this case may be reopened pursuant to s. NR 726.09, Wis. Adm. Code, if 
additional information regarding site conditions indicates that contamination on or from the site 
poses a threat to public health, safety or welfare, or the environment. 

The Department appreciates your efforts to restore the environment at this site. If you have any 
questions regarding this letter, please contact me at 715-365-8990. 

Sincerely, 
NORTHERN REGION 

R::!!1f- ..... 

Remediation and Redevelopment Program 

Quality Natural Resources Management 
Through Excellent Customer Service 

,. '' 



cc: File 

Mark Hagley 
Barr Engineering Co 
332 W Superior St 
Duluth, MN 558002 

Dana Stone 
CLM Corporation 
12th Ave West and Waterfront 
Duluth, MN 55802 

..... 

,. .. 



DEPT. OF NATURAl. ~OURCE5 

Jooe 8,1999 

Koch Refining Co 
P0Box64596 
St Paul, MN 55164 

State of Wisconsin\ DEPARTMENT OF NATURAL RESOURCES 

Tommy G. Thompson, Governor 
George E. Meyer, Secretary 
William H. Smith, Regionaf Director 

Northern Region Headquarters 
107 Sutliff Ave. 

Rhinelander, Wi$consln 54501-0818 
·Telephone 715-365-8900 

FAX 715-365-8932 
TOO 715-365-8957 

Subject: Marine Fueling Facility, #1 Hill Ave, Superior, WI BRRTS # 02-16-000446 

To Whom It May Concern: 

The Department ofNatural Resources provided a notice to you that the degree and extent of fuel oil 
contamination at the above-named site was required to be investigated and remediated. We have since 
been informed that the required investigation and remediation has been accomplished. · 

On June 3, 1999, the above-named site was reviewed by the Northern Region Closeout Committee for a 
determination as to whether or not the case qualified for close out under ch. NR 726, Wis. Adm. Code. 

Based on the investigative and remedial documentation provided to the Department, it appears that the 
fuel oil contamination at the above-named site has been remediated in compliance with the requirements 
of chs. NR 700 to 724, Wis. Adm. Code .• and that no further action is necessary at this time. Therefore, 
the Department will consider the case "closed, u if the responsible party sign and record a Groundwater 
Use Restriction for the property. 

Enclosed is an example of a Groundwater Use Restriction. Please draft a specific Groundwater Use 
Restriction. for this site and submit the draft to me. Department ofNatural Resources attorneys wi)l 
review the draft and return it to you with revisions. After you have made the revisions. you should sign 
and record the restriction with the County Register of Deeds. To document that this condition has been 
complied with. the responsible party must submit to the Department a copy of the recorded 
.Groundwater Use Restriction, with the recording information stamped on it. within 15 days after the 
Register of Deeds returns the Groundwater Use Restriction to the responsible party. The Groundwater 
Use Restriction may be amended in the future with the approval of DNR is conditions change at the site 
and the residual contamination is remcdiated. 

Please note that this case closure is contingent upon proper documentation of proper abandonment of the 
monitoring wells on site. If monitoring wells remain at this site, please provide the documentation that this 
action has been completed, or have your consultant do so. The documentation can be sent to my attention at 
the above address. 

If you have any additional information which was not formerly proVided to the Department, and which you 
feel would significantly impact this closure decision. you may submit that information for our re-evaluation of 
case closure. 

Quality Natural Resources Management 
Through Excellent Customer Service 

,. 



If you have any questions, please call me at 715-365-8990. 

Sincerely, 
NORTHERN REGION 

Janet. Kazda 
Case Closeout Conunittee 

__ .,.iiif!lll' cc: File 
Lori Huntoon, Dept of Commerce 
Steve Karklins, 00/2 
Chuck Fitzgerald. Rhinelander 
Jim Hosch. Superior. 

Mark Hagley 
Barr Engineering Co 
332 W Superior St 
Duluth. MN 55802 

..... 

t .· 
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MAP SOURCE: MODIFIED FROM SUPERIOR, WIS.-MINN. U.S.G.S. 
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STS Consultants ltd. 
Consultino Engineer.! 

SITE LOCATION DIAGRAM 

MARINE FUELING TERMINAL 
SUPERIOR, WISCONSIN 

CHDCED 11'1' 

P.D.P. 7-to-«i 

NO. 

18861W 
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Table2 

Groundwater Analytical Data Sumrpary 
. Marine Fueling Terminal · i 

Superior, Wisconsin 

Ethyt. Total Benzo(a) Naph-
Date Benzene Benzene MTBE Toluene Xylene pyrene thalene DRO 

MW-1· 08-03-91 ta;s ·. 67.3 NA <5.0 206.6 <0.02 

~ 
20,800 

10.21-94 <500 <1,000 <2,000 <2,000 <2,050 <6.0 1,360,000 
()9.()4..96 3.4 30 <1.0 <1.0 63 <0.08 

0 

18,000 

12-1o-96 NS NS NS NS NS NS NS NS 

03-26-97 NS NS NS NS NS NS NS NS 

MW·1A 08-03-91 NA ····.::: NA NA NA NA NA NA 3,122 

10.21-94 <0.5 
.~ 

NA <1.0 <2.0 <2.0 <2.0 NA 4.200 

09-04-96 8ii3 <1.0 <1.0 <1.0 <2.0 <02 <5.0 8,900 

12·11·96 ·. 
<1.0 <1.0 <1.0 <2.0 <02 32 2,100 

03-26-97 02Q <0.64 <0.64 02Q <1.6 NA NA 3,100 
11·15-97 <0.14 <0.S9 <0.65 <0.58 <1.85 NA NA 810 

5-29-98 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 1,400 

MW-2 08-03-91 <0.2 <1.0 NA <0.5 <2.0 <0.02 <0.02 192 

10.21-94 <0.5 <1.0 <2.0 <2.0 <2.0 <0.06 <0.11 <50 

09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 400 

12-10-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 120 

03-2&-97 <0.64 <0.64 <0.64 <0.64 <1.6 NA NA <100 

11·15-97 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA <110 

5-29-98 <0.14 <0.59 <0.65 <0.58 <1.65 NA NA <.100 

MW-3 08-03-91 <0.2 <1.0 NA <0.5 <2.0 <0.02 0.640 <100 
1().21-94 <0.5 <1.0 <2.0 <2.0 <2.0 <0.06 <0.11 118 

09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 450 
12·10.96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 <100 
03-26-97 <0.64 <0.64 <0.64 <0.64 <1.6 NA NA <100 

11·15-97 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA <100 

5-29-98 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 5,500 

ES 5 700 60 343 620 0.2 40 
PAL 0.5 140 12 68.6 124 0.02 8 

NOTES: AI oolts In micrograms per Uter (pgn) 
8-3-91 ORO values reported above reflect TPH-Diesel concentrations 
PAL= NR 1-40 Preventive k1lon Unit ,... ·· 
ES = NR 1-40 Enforcement Standard 
- = NR 140 S1andard Not Established 
NA • Not Analyzed 
NS = Not Sampled 
~ CCH'IC8I\1rallon is above 1he Umlt of Detection but below 1he Limit of QuanUficalian. 

1.___1 • Detected at or above NR 140 ES I 1-Detected at or above NA 140 PAL 

• Wei MW-1 destroyed during site demolition activities. No samples after March 1997 . 
.. Wei MW·1 01 damaged during site demolition activities. No sample obtained In November 1997. 
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Table 2 (continued) 

Groundwater Analytical Data Sumn,ary 

MW-4 

MW·S 

MW-6 

Data 

08-03-91 

1().21·94 

09-04-96 

12·10..96 

03-26-97 

11·15-97 

5-29-9& 

()8.()3..91 

10.21·94 

09-04-96 
12·10..96 

03-26·97 

11-15-97 

5-29-98 

08.()3.91 

10.21-94 

09-04-96 

12-1().96 

03-26-97 

11·15-~7 

5-2:9-98 

08-03-91 

to-21·94 

09-04-96 
12·11-96 

03-26-97 

11-15-97 

5-29-98 

ES 

PAL 

Marine Fueiing Terminal · 
Superior. Wisconsin 

Ethyi-
Benane Benzene 

<0.2 <1.0 

<0.5 <1.0 

<0.6 <1.0 

<0.6 <1.0 

<0.64 <0.64 

<0.14 <0.!59 

<0.14.::. <0.59 

0.2 

<0.5 

<0.8 

<0.6 

<0.64 

<0.14 

<0.14 

<0..2 

<0.5 

<0.6 

<0.6 

<0.64 

<0.14 

<0.14 

.-
<1.0 

<1.0 

c1.0 

<1.0 

<0.64 

<0.59 

<0.59 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

IITBE 

NA 

<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 
<2.0 

c1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 
<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

:

-wall ~1~1ed-<2.0 

<1.0 <1.0 

<1.0 <1.0 

0.5 Q <0.64 <0.64 

Ns·· NS- NS ... 

0.71 

5 

0.5 

1.1 Q 

700 

140 

<0.65 

60 

12 

Toluene 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<2.0 

<1.0 

<1.0 

0.20 
NS .. 

<0.58 

343 

68.6 

Total 
Xylene 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 
<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<3.38 

<2.0 
4.0 

<1.00 

Ns

<2.65 

620 

124 

NOTES: All units In micrograms per liter CJ91) 
8-3-91 ORO values reported above relect TPH-Diesel conCentrations 
PAL= NR 140 PreYenllve kllan Umlt . ~ .. 
ES • NR 140 Enfon:ement Standard 
- • NR 140 Standard Not Established 
NA = Not Analyzed 
NS • Not Sampled 

Benzo(a) 
pyrene 

<0.02 

<0.12 

<0.02 

<0.02 

NA 
NA 
NA 

<0.02 

<0.06 

<0.08 

<0.02 

NA 
NA 

NA 

1.·;;:::· ·f 
<0.02 

<0.02 

NA 

NA 

NA 

<0.06 

<0.08 

<0.04 

NA 

Ns

NA 

0.2 

0.02 

Naph
thalene 

<0.02 

<0.22 

<0.5 

<0.5 

NA 
NA 
NA 

<0.02 

<0.11 

<0.5 

<0.5 

NA 

NA 

NA 

2.70 

<0.11 

<0.5 

<0.5 

NA 

NA 

NA 

5.57 

<2.0 
4.5 

NA 
NS .. 

NA 

40 

8 

~ concentratiOn 1$ above lhe Umit o1 Detection but below the Umlt of O...antitication. 

L_J = Detedecl at or above NR 140 es l l = Detected at or abOVe NR 140 PAL 

• Wei MW·1 destroyed durtng site demolftlon actfvfties. No samples after Match 1997. 
-Wei MW-101 damaged during site demolitiOn activities. No sample obtained In November 1997. 
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DRO 
<100 

1.260 

660 

130 

<100 

<100 

410 

1,460 

1,760 

2,400 

790 

1,100 

600 

240 

1,320 

770 

S40 

100 

<110 

<120 

240 

5.200 

16,000 
2,600 

2,200 

NS •• 

2,900 



Table 2 (continued) 

Groundwater Analytical Data Sumptary 
Marine Fueling Tennlnal i 

Superior, Wisconsin 

Ethyl- Total Benzo(a) Naph-
Date Benzene Benzene liT BE Toluene Xylene pyrene ttl alene ORO 

MW-102 08-03-91 -Wall Not Installed-

10.21·94 <0.5 <1.0 - <2.0 <2.0 <2.0 <0.06 <0.11 1,360 

09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 2,200 

12-11-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 310 
03-26-97 <0.64 <0.64 <0.64 <0.64 <1.6 NA NA 490 

11·15-97 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 150 

5-29-98 0.140•::: <0.59 <0.65 <0.58 <1.85 NA NA 440 .. 
MW·103 08-03-91 -wen Not Installed-

10..21-94 <0.5 <1.0 <2.0 <2.0 <2.0 <0.06 <0.11 1,060 

09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 480 

12-11-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 430 

03-26-97 NS NS NS NS NS NS NS NS 

11-15-97 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 890 
5-29-98 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 1,100 

ES 5 700 60 343 620 0.2 40 

PAL o.s 140 12 68.6 124 0.02 8 

NOTES: All units In mlctograms per lhet' (JJg/1) 
8-3-91 DfiO values reported above reflect TPH·Diesel cOnc:enlratlons 
PAL= NFI140 Prevenllve Action Umlt "'·· 
ES ~ NR 140 EnfOrcement Standard 
- = NR 140 S1andard Not Established 
NA a Not Analyzed 
NS = Not Sampled 
~ concen1ratlon Is abOVe the Umlt or Detection but below the limit of Quan1fllcation. 

L__j :oDetectedatoraboveNR140ES I I =0etectedatoraboveNR140PAL 

• Wei MW·1 destroyed during site demollllon actiVities. No samples after Man:h 1997. 
-Well MW-101 damaged during Site demolition actlvftles. No sample ob1ained in November 1997. 
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Date 

Diesel Range Organics 

Benzene 

Ethylbenzene 

Toluene 

1,3,5 Trimethylbenzene 

1,2,4 Trimethylbenzene 

Xylenes 

Table 1 
Groundwater Concentrations in Well M~-1 R 

(Concentrations In ug/L) 

3130/00 ; 6/13100 9113100 

10,000 19,000 15,000 

7.5 10 11 

14 26 18 

0.32 0.49 0.6 

3.6 1.4 1.5 

18 43 38 

7.61 10.5 10 

b = potential false positive detect based on compound detection in the trip blank . 

..... 

,. . 

--- ,___ - ---- . -------.. - -----

11/16100 

15,000 

13 

13 

0.51 

0.81 b 

31 

6.4 



Table2 

Groundwater Analytical Cata Summary 
Marine Fueling Terminal l. , 

Ethy"" 
Benzene 

Superior, Wisconsin ' 

Total 
Xylene 

MW-1• 

Date 

08-03-91 

10-21-94 

09-04-96 

12-10-96 

03-26-97 

Benzene 

18.9. 67.3 

MTBE 
NA 

Toluene 

<5.0 206.6 

MW·1A 

MW-2 

MW-3 

08-03-91 

10-21-94 

09-04-96 

12-11-96 

03-26-97 

11-15-97 

5-29-98 

08-03-91 

10-21-94 

09-(}4.96 

12·10-96 

03-26-97 

11-15-97 

5-29-98 

08-03-91 

10-21-94 

09-04-96 

12-10-96 

03-26-97 

11·15-97 

5-29-98 

ES 

PAL 

<500 

3.4 
·.'~ 

NS 

NA 

~ 
0.20 

<0.14 

<0.14 

<0.2 

<0.5 

<0.6 

<0.6 

<0.64 

<0.14 

<0.14 

<0.2 

<0.5 

<0.6 

<0,6 
<0.64 

<0.14 

<0.14 

5 

0.5 

<1,000 

30 

NS 
NS 

NA 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

700 

140 

NOTES: All units in micrograms per liter (pgtl) 

<2,000 

<1.0 

NS 
NS 

NA 

<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 

<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 

<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

60 

12 

<2,000 

<1.0 

NS 

NS 

NA 
<2.0 

<1.0 

<1.0 

0.20 

<0.58 

<0.58 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<0.5 

<2.0 

<1.0 

<1.0 

<0-.64 

<0.58 

<0.58 

343 

68.6 

8-3-91 ORO values reported above reflect TPH·Oiesel concentrations 
PAL= NR 140 Preventive Action Umit . 
ES = NR 140 Enforcement Standard 
- • NR 140 Standard Not Established 
NA • Not Anatyzed 

. NS =Not Sampled 

<2,050 

63 
NS 
NS 

NA 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

620 

124 

~·· 

Benzo(a) 
pyrene 

<0.02 

<6.0 

<0.08 

NS 

NS 

NA 

NA 

<0.2 

<0.2 

NA 

NA 
NA 

<0.02 

<0.06 

<0.02 

<0.02 

NA 

NA 
NA 

<0.02 

<0.06 

<0.02 

<0.02 

NA 

NA 

NA 

0.2 

0.02 

Naph
thalene 

~ 
NS 
NS 

NA 

NA 

<5.0 

3.2 

NA 

NA 

NA 

<0.02 

<0.11 

<0.5 

<0.5 

NA 

NA 

NA 

0.640 

<0.11 

<0.5 

<0.5 

NA 

NA 

NA 

40 

8 

ORO 

20,800 

1,380,000 

18,000 

NS 

NS 

3,122 

4,200 

8,900 

2,100 

3,100 

810 

1,400 

192 

<50 

400 

120 

<100 

<110 

<100 

<100 

118 

450 

<100 

<100 

<100 

5,500 

r Reporti concentration is above the L.Jmit of Detection but below the Umit of Quantification. 

"'Detected at or above NR 140 ES I 1 .. Detected at or above NR 140 PAL 

• WeR MW·1 destroyed during site demolition activities. No samples after March 1997. 
··Wei MW-101 damaged during site demOlition activities. No sample obtained in November 1997. 
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• f.. 

MW-4 

MW-5 

MW-6 

Date 

08-()3.91 

10-21·94 

09-04-96 

12·10-96 

03-26-97 

11·15-97 

5-29-98 

08-03-91 

10-21-94 

09-04-96 

12·10-96 

03-26:-97 

11·15-97 

5-29·98 

08-03-91 

10-21-94 

09-04-96 

12·10.96 

03·26-97 

11·15-97 

5-29-98 

Table 2 (continued) 

Groundwater Analytical Data Summary 
Marine Fueling Terminal 1 ; 

Superior, Wisconsin 

Ethyl-
Benzene Benzene MTBE Toluene 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

Total 
Xylene 

<0.2 

<0.5 

<0.6 

<0.6 

<0.64 

<0.14 

<0.14 

0.2 

<0.5 

<0.6 

<0.6 

<0.64 

<0.14 

<0.14 

<0.2 

<0.5 

<0.6 

<0.6 

<0.64 

<0.14 

<0.14 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

<1.0 

<1.0 

<1.0 

<1.0 

<0.64 

<0.59 

<0.59 

NA 
<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 
<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

NA 

<2.0 

<1.0 

<1.0 

<0.64 

<0.65 

<0.65 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<0.5 

<2.0 

<1.0 

<1.0 

<0.64 

<0.58 

<0.58 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

<2.0 

<2.0 

<2.0 

<2.0 

<1.6 

<1.85 

<1.85 

Benzo(a) Naph-
pyrene thalene 

<0.02 

<0.12 

<0.02 

<0.02 

NA 

NA 

NA 

<0.02 

<0.06 

<0.08 

<0.02 

NA 

NA 
NA 

<0.02 

<0.02 

NA 
NA 
NA 

<0.02 

<0.22 

<0.5 

<0.5 
NA 

NA 

NA 

<0.02 

<0.11 

<0.5 

<0.5 

NA 
NA 
NA 

2.70 

<0.11 

<0.5 

<0.5 

NA 
NA 
NA 

MW-101 08·03-91 

10.21·94 

09-04-96 

12·11·96 

03-26-97 

1 1·15-97 

5-29-98 

:

-WeD N~~~ned-<
2

.0 

NOTES: 

ES 
PAL 

<1.0 <1.0 

<1.0 <1.0 

0.5 Q <0.64 <0.64 
NS .. 

0.71 

5 

0.5 

NS"" 

1.1 a 

700 

140 

Ns·· 
<0.65 

60 

12 

All units in mk:~t~gran'l$ per lilet (I.Jgll) 

<2.0 

<1.0 

<1.0 

0.20 
NS .. 

<0.58 

343 

68.6 

8-3-91 ORO values reported above reflect TPH-Oiesel concentrations 
PAL= NR 140 Preventive Action Umit 
ES = NR 140 Enforcement Standard 
- "' NR 140 Standard Not Established 
NA = Not Analyzed 
NS =Not Sampled 

<3.38 

<2.0 

4.0 

<1.0Q 

NS"" 

<2.65 

,.. .. 

620 

124 

<0.06 

<0.08 

<0.04 

NA 
NS .. 

NA 

0.2 

0.02 

5.57 

<2.0 

4.5 

NA 
NS"" 

NA 

40 

a 

~concentration is above the Urnit of Detection but below the Umit of Ooantlflcatlon. 

~ = Oetee1ed at or above NA 140 ES l I = Detected at or above NR 140 PAL 

• Wei MW-1 destroyed during site demolition activities. No samples after March 1997. 
. - WeU wr-11-101 damaged during site demOlition activities. No sample obtained In November 1 997. 
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ORO 

<100 

1.260 

660 

130 

<100 

<100 

410 

1,460 

1,760 

2,400 

790 

1,100 

600 

240 

1,320 

770 

540 

100 

<110 

<120 

240 

5.200 

16,000 

2,600 

2.200 

Ns·· 
2,900 



Table 2 (continued) 

Groundwater Analytical Data Summary 
Marine Fueling Terminal 

Superior, Wisconsin 

Ethyl- Total Benzo(a} Naph-
Date Benzene Benzene MTBE Toluene Xylene pyrene thalene ORO 

MW-102 08-03-91 -wen Not Installed-

10.21-94 <0.5 <1.0 <2.0 <2.0 <2.0 <0.06 <0.11 1,360 
09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 2,200 

12-11-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 310 

03-26-97 <0.64 <0.64 <0.64 <0.64 <1.6 NA NA 490 

11·15-97 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 150 
5-29-98 0.140 <0.59 <0.65 <0.58 <1.85 NA NA 440 

MW-103 08-03-91 -wen Not Installed-

10-21-94 <0.5 <1.0 <2.0 <2.0 <2.0 ~06 <0.11 1,060 

09-04-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 480 
12-11-96 <0.6 <1.0 <1.0 <1.0 <2.0 <0.02 <0.5 430 
03-26-97 NS NS NS NS NS NS NS NS 
11-15-97 <0.14 <0.59 ..:0.65 <0.58 <1.85 NA NA 890 
5-29-98 <0.14 <0.59 <0.65 <0.58 <1.85 NA NA 1,100 

ES 5 700 60 343 620 0.2 40 
PAL 0.5 140 12 68.6 124 0.02 8 

NOTES: AU uni1s in micrograms per Dter {JJgJ1) 
8·3-91 ORO values reported above reflect TPH-Diesel concentrations 
PAL= NR 140 Preventive Action Umit . 
ES ,.. NR 140 Enforcement Standard ""·· 
- • NR 140 Standard Not Established 
NA = Not Analyzed 
NS =Not Sampled 

~ concentration is above the limit of Detection but beloW the Umit of Quantification. 

L.._j =DetectedatoraboveNR140ES I I =DetectedatoraboveNR140PAL 

• Wei MW-1 destroyed during site demolition activities. No samples alter March 1991. 
-Well MW·101 damaged during site demolition activities. No sample obtained in November 1997. 

C:\OFFICE\WPWIN\WPDOCS\4221 U .WPDIMTH 
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The attached legal descriptions--in the form of the property deed, certified survey map, and the site 
location map and site map for the Former Koch-Marine Fueling Site t~RRTS #02-1~-000446)--provide 
a complete and accurate legal description of the property, including the portion of the prdperty to which 
the GIS registration applies. ~ 

~cbLAr 
Senior Environmental Scientist 
Koch Pipeline Company~ L.P. 

,. . 



State of Wisconsin 
C'OUUl?.~PONnl?.NC'l?./Ml?.MOU A NnTTM ------------------

DATE: February 8, 2016 FILE REF: 

TO: File (Graymont 02-16-576734) 

FROM: John Sager 

SUBJECT: Graymont NF A request 

I presented the Graymont site (BRRTS ID 02-16-576734) to the Northern Region Closure Committee on 
2/4/2016. Based on Braun ' s investigation and information contained in the I 0/15/2015 Environmental 
Investigation Rep01t and the 1/21 /2016 Soil Remediation Letter Report, 1 concur with the 
recommendation by Braun that no fmther action regarding the petroleum seep area in necessary at this 
time. The site was given a No Further Action status in BRRTS based on concurrence from the closure 
committee. 

Print..:d on 
Recyd :d 

Paper 



Sager, John E - DNR 

From: 
Sent: 
To: 
Cc: 
Subject: 
Attachments: 

Ted, Phillip, and Keith, 

Sager, John E - DNR 
Monday, February 08, 2016 10:25 
'Hubbes, Ted ' 
Phillip J. Marquis; Keith Miller 
Graymont site BRRTS ID 02-16-576734 
20160208101012782.pdf 

I presented the Graymont site (BRRTS ID 02-16-576734) to the Northern Region Closure Committee last week. Based on 
Braun's investigation and information contained in the 10/15/2015 Environmental Investigation Report and the 
1/21/2016 So il Remediation Letter Report, the Department is not requiring further action regarding the petro leum seep 
area at this time. The site was given a No Further Action status in BRRTS. Attached is the BRRTS Report. If Graymont 
wishes to receive a site specific letter documenting this decision then a fee is required as specified in NR749 Wis. Adm . 
Code . Thank you all for your efforts to investigate and clean up this release. Please contact me if you have any 
questions. 

We are committed to service excellence. 
Visit our survey at http://dnr.wi.gov/customersurvey to evaluate how I did. 

John Sager 
Hydrogeologist- Remediation and Redevelopment Program 
Wisconsin Department of Natural Resources 
1701 N. 41

h St. 

Superior, WI 54880 
Phone: (715) 392-7822 
Fax: (715) 392-7993 
john.sager@wisconsin .gov 

From: Hubbes, Ted [mailto:THubbes@braunintertec.com] 
Sent: Thursday, January 21, 2016 12:48 
To: Sager, John E - DNR 
Cc: Phillip J. Marquis; Keith Miller 
Subject: BRRTS # 02-16-000446 

John: We discussed this Site 1-2 months back. If you recall, the site is a former Koch Marine Terminal and was 
remediated and closed in the 1990s. The attached Phase II and Soil Remediation Reports describe actions 
conducted by Graymont LLC (current owner) in 2015 to address an area where a pavement seep was identified . 

Please contact me or Phil Marquis at Graymont (715.394-1711) if you have questions or require further 
information. Can you also let me know if you would like us to mail paper copies of the report. 

Thank you. Ted 

1 
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Ted R. Hubbes, PG, CHMM 
Senior Scientist/ Associate Principal 
Northern Minnesota - Duluth and Hibbing offices 
218.263.8869 office I 218.969.5833 mobile 
thubbes@braunintertec.com 

braunintertec.com I Twitter: Braun lntertec 1Im Linkedln: Braun lntertec 
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BRR01-P Wisconsin DNR Bureau of Remediation and Redevelopment Tracking System Activity Detail Report 

02-16-576734 GRAYMONT LLC 

Location Name: GRAYMONT LLC 

Address: 800 HILL AVE 

Muni: SUPERIOR 

Activity Start Date: 2015-08-05 

Activity Type: ERP 

Activity End Date: 2016-02-04 

Zip: 54880 

Region: NO Region of Management: NO 

County: Douglas 

FID: 816036430 

Activity Address: 

EPA Cerclis ID: 

File Location: 

DSPSNo: 

DATCP Case No: DATCP Spill No: 

Acres: 33 0 Right-of-Way 0 Acres > 100 

PLSS: ? 1/4 of the ? 1/4 of Sec ?, TIN, R?? Latitude: Longitude: 

Location NOTIFIED OF NAME CHANGE BY STOEL RIVES AlTORNEYS LElTER OF 12/6/2007, FKA CLM CORP, MKP 01/25/2008; LOW HAZ 
Comment: EXEMPTION FOR 10,000-18,000 TONS UME KILN DUST AS AGRICULTURAL LIMING AGENT IN NORTHWEST WIS/JIR/9/21/05/LQG FOR 

THE YEAR OF 2003 -COMPANY HAD REFRACTORY BRICK REMOVED FROM LIME KILN/JIR/03/16/04; STORED CEMENT/LIME FINES FOR 
BENEFICIAL REUSE, MAY HAVE SOUDIFIED WHEN GOT WET, SITE IS BEING ARCHIVED FROM WASTE REGISTRY SINCE WASTE NO 

Activity 
Comment: 

0 Transferred to DSPS 0 Transferred to DATCP 0 Transferred to WMM 0 Tracked by DSPS D Created by DSPS 

D PECFA Eligible D PECFA 80K 0 PECFA 80K Failure 0 Above Ground Storage Tank 0 Co-Contamination 

0 VPLE at Location 0 VPLE Inactive 0 General Property at Location 0 Drycleaner 0 Superfund 0 Superfund NPL 

0 Status Unclear (Mask BOTW) 0 Geo-Located 0 On GIS Registry 

Other Activities at this Location 

Activity Detail No 

02-16-559001 

03-16-562508 

Action Date Code 

Type 

ERP 

LUST 

2015-08-05 1 Notification 

Activity Detail Name 

GRAYMONT SPECIALTY MINERALS 

GRAYMONT AST 

Actions 

Action Name I Comment 

2015-10-15 28 Phase I Environmental Site Assessment Rpt Received 

ENVIRONMENTAL INVESTIGATION RPT REC'D 

2016-01-21 

2016-02-04 

2016-02-04 

99 Miscellaneous 

SOIL REMEDIATION RPT REC'D 

83 Close-out Under NR708.09 

NFA - NO FEE NO LElTER 

11 Activity Closed 

NFA 

Documents 

Start Date End Date 

2012-06-29 2014-10-20 

2012-06-29 2014-10-20 

Audit 

Added 02/04/2016 by SHAFEK 

Added 02/04/2016 by SHAFEK 

Added 02/04/2016 by SHAFEK 

Added 02/04/2016 by SHAFEK 

Added 02/04/2016 by SHAFEK 

Energy Act Details 

Release Date: 2015-08-05 

Source: Tank 

Cause: Unknown 

Soil Contamination 

Not Applicable 

Category: Petroleum 

Fuel Oil 

Monday, Feb 8, 2016 10:11am 

Assigned: 02/04/2016 

Impacts 

Added 02/04/2016 by SHAFEK 

Priority 

Risk 

Added 02/04/2016 by SHAFEK 

Substances 

Added 02/04/2016 by SHAFEK 

Page 1 of2 



BRROl·P Wisconsin DNR Bureau of Remediation and Redevelopment Tracking System Activity Detail Report 

02-16-576734 GRAYMONT LLC 

Responsible Party is GRAYMONT LLC 

Title: 

Address: 800 HILL AVE 

SUPERIOR 

Project Manager is JOHN SAGER 

Title: HYDROGEOLOGIST 

Address:. 107 SUTUFF AVE 

RHINELANDER 

DNR File Contact is KATHLEEN SHAFEL 

WI 54880 

WI 54409 

Title: ENVIRONMENTAL PROGRAM ASSOCIATE 

Address: 223 E STEINFEST RD 

ANTIGO 

RP Contact/ Agent is PHIL MARQUIS 

Title: 

Address: 800 HILL AVE 

SUPERIOR 

Monday, Feb 8, 2016 10:11am 

WI 54409 

WI 54880 

Who 

Phone: ( ) -

Fax:( ) -

E-Mail: 

Phone: (715) 365-8959 

Fax: (715) 365-8932 

E-Mail: john.sager@wisconsin.gov 

Phone: (715) 623-4190 x3127 

Fax: (715) 623-6773 

E-Mail: kathleen.shafel@wisconsin.gov 

Phone: (715) 394-1711 

Fax:( ) -

E-Mail: pmarquis@graymont.com 

Page 2 of2 



Sager, John E - DNR 

From: 
Sent: 
To: 
Cc: 
Subject: 
Attachments: 

Follow Up Flag: 
Flag Status: 

Hubbes, Ted <THubbes@braunintertec.com> 
Thursday, January 21, 2016 12:48 
Sager, John E - DNR 

Phillip J. Marquis; Keith Miller 
BRRTS # 02-16-000446 

81507395 _GRAYMONT_ SOIL REMEDIATION REPORT.pdf; Graymont Phase II Report

FINAL. pdf 

Flag for follow up 

Flagged 

John: We discussed this Site 1-2 months back. If you recal l, the site is a former Koch Marine Terminal and was 

remediated and closed in the 1990s. The attached Phase II and Soil Remed iat ion Reports describe actions conducted by 

Graymont LLC (current owner) in 2015 to address an area where a pavement seep was identified . 

Please contact me or Phi l Marquis at Graymont (715.394-1711) if you have questions or require further information. Can you 
also let me know if you would like us to mail paper copies of the report. 

Thank you . Ted 

Ownership 
@Work 

Ted R. Hubbes, PG, CHMM 
Senior Scientist/Associate Principa l 
Northern Minnesota - Duluth and Hibbing offices 
218.263.8869 office I 218 .969 .5833 mobi le 
th u bbes@ braun i ntertec.co m 

braunintertec.com I Twitter: Braun lntertec I BJ Linkedln: Braun lntertec 
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Sager, John E - DNR 

From: 
Sent: 
To: 

Shafel, Kathleen S - DNR . 
Wednesday, January 06, 2016 15:21 
Sager, John E- DNR 

Subject: 
Attachments: 

FW: Graymont (WI) LLC 
1480_00l.pdf 

Hi John- this Notification is stiii " Pending" . See below. It was not assigned a BRRTS tracking number because oft he 
association with two Closed sites at Fl D Location #816036430. Let me know whether this will be an add on to one of the 
exciting sites or if it needs its own unique BRRTS number. 

Thanks, 
We are committed to service excellence. 
Visit our survey at http ://dnr.wi.gov/customersurvey to evaluate how I did . 

Kathleen Shafel 
Phone: (715) 623-4190 x 3127 
Kathleen .Shafel@wisconsin.gov 

From: Shafel, Kathleen S- DNR 
Sent: Wednesday, August 05, 2015 10:59 AM 
To: Sager, John E - DNR 
Subject: FW: Graymont (WI) LLC 

Hi John- here is a Notification that has come in for the Graymont facility in Superior, Douglas Co. I did not assign this a 
Pending number due to the Location has two Closed sites BRRTS # 02-16-559001 & 03-16-562508. Is this an addition? 

Let me know about developments. 
Thanks, 
We are committed to service excellence. 
Visit our survey at http://dnr.wi.gov/customersurvey to evaluate how I did. 

Kathleen Shafel 
Phone: (715) 623-4190 x 3127 
Kathleen.Shafel@wisconsin .gov 

From: Hubbes, Ted [mailto:THubbes@braunintertec.com] 
Sent: Wednesday, August 05, 2015 8:07 AM 
To: DNR RR NOR 
Subject: Graymont (WI) LLC 

Please review the attached and contact me with questions. I have included some additional discussion below. Thank 
you . Ted 

In July 2015, petroleum impacts (asphalt or heavy petroleum product) were observed during excavation/construction 
activities in the area of Pulverised Limestone 3 (PLS 3), as shown in Figure 1. The identified contaminated soil was 
separated visually and stockpiled on site pending off-site disposal. In addition, petroleum product (possibly Number 6 
Fuel Oil) has been observed seeping through the pavement near a Hydrate Product Tank. The observed area is smal l 
(approximate ly three feet by six inches) . It is anticipated that the source of these impacts are the previous aboveground 
storage tanks (ASTs) and/or historic property use as a Marine Fue ling Termina l BRRTs #02-16-000446) . 

1 
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State of Wisconsin 
Department of Natural Resources 
dnr.wi.gov 

Notification For Hazardous Substance Discharge 
(Non-Emergency Only) 

Form 4400-225 (09/13) Page 1 of 2 

Emergency Discharges I Spills should be reported via the 24-Hour Hotline: 1-800-943-0003 

Notice: Hazardous substance discharges must be reported Immediately according to s. 292.11 Wis. Stats. Non-emergency hazardous 
substance discharges may be reported by telefaxing ore-mailing a completed report to the Department, or calling or visiting a Department 
office in person. If you choose to notify the Department by telefax or by email, you should use this form to be sure that all necessary 
information is included. However, use of this form is not mandatory. Under s. 292.99, Wis. Stats., the penalty for violating the reporting 
requirements of ch. 292 Wis. Stats., shall be no less than $10 nor more than $5000 for each violation. Each day of continued violation is a 
separate offense. It is not the Department's intention to use any personally identifiable information from this form for any purpose other than 
program administration. However, information submitted on this form may also be made available to requesters under Wisconsin's Open 
Records Law (ss. 19.31 - 19.39, Wis. Stats.). 

Confirmatory laboratory data should be included with this form, to assist the DNR in processing this Hazardous Substance Release 
Notification . 

Complete this form. TYPE or PRINT LEGIBLY. NOTIFY appropriate DNR region (see next page) IMMEDIATELY upon discovery of a 
potential release from (check one): 

I Underground Petroleum Storage Tank System (additional information may be required for Item 6 below) 

IX Aboveground Petroleum Storage Tank System 

I Dry Cleaner Facility 

I Other-Describe: -----------------------------------------------------------------------------

A TIN DNR: R & R Program Associate Date DNR Notified: 08/04/2015 

1. Discharge Reported By 
Name 
Ted R. Hubbes 

Firm 
Braun lnterte~.: Corporation 

Phone No. (include area code) 
(218) 263-8869 

Mailing Address 
4511 West First Street, Duluth, MN 5:5807 

2. Site Information 

Email Address 
thubbes@braunintertec .com 

Name of site at which discharge occurred . Include local name of site/business, not responsible party name, unless a residence/vacant 
property. Graymont (\\1) LLC 

Location : Include street address, not PO Box. If no street address, describe as precisely as possible, i.e., 1/4 mile NW of CTHs 60 & 123 
on E side of CTH 60. 800 Hill Avenue. Superior. WI 54880 

Municipality: (City, Village, Township) Specify municipality in which the site is located, not mailing addresslcity. 

County: 
Douglas Sec I ) Tn Range y 

3. Responsible Party (RP) and/or RP Representative 

Responsible Party Name: Business or owner name that is responsible for cleanup. If more than one, list all. Attach additional pages as 
necessary. 

_, '• 
• .. t 

I Reported in compliance with s. 292.11 (2). Wis. Stats .. by a local government exempt from liability under s. 292.11 (9)(e), Wis. Stats. 
For more information see http:./~wi.g_o_\1lt.Qpjc/llw_wllti~kf_sLLiil~ili_ty_..hlm1 . 

Contact Person 
Iii.-.,.,, c :it. 

Phone Number Email Address 

~ Name (if different) " 
........ -"""' 

Mailing Address City State ZIP Code 
""'""~1 

c.,..._--
. . 

Property owner 1f Different From RP: Bus1ness or owner name that 1s responsible for cleanup. If more than one, list all. Attach additional 

pages as necessary. Graymont (WI) LLC 

Contact Person 
Name (if different) Phil Marquis 

Mailing Address 
800 Hill Avenue ·. 

Phone Number 
(715) 394-1711 

City 
Superior 

Email Address 
pmarquis@graymont com 

State ZIP Code 
WI 54880 

-



State of Wisconsin 
Department of Natural Resources 
dnr.wi.gov 

4. Hazardous Substanc. Information 

Identify hazardous substance discharged (check all that apply)· 

I VOC's r Diesel 

I PAH's [X Fuel Oil 

I Metals (specify): 

I Arsenic 

r Chromium 

I Cyanide 

I Lead 

- - ----
r Gasoline 

I Hydraulic Oil 

I Jet Fuel 

I Mineral Oil 

I Waste Oil 

Notification For Hazardous Substance Discharge 
(Non-Emergency Only) 

Form 4400-225 (09/1 3) Page 2 of 2 

I PERC (Dry Cleaners) 

I RCRA Hazardous Waste 

I Leachate 

I Fertilizer 
I Pesticide/Herbicide/Insecticide( s) 

I Other (specify): -----------------------
I PCB's I Petroleum-Unknown Type 

1 Unknown 

5. Impacts to the Environment Information 

Enter "K" for known/confirmed or "P" for potential for all that apply. 
Air Contamination Sanitary Sewer Contamination 

_ Co-Contamination (Petroleum & _ Contamination in Right of Way 
Non-Petroleum) _ Fire Explosion Threat 

Contamination Within 1 Meter of Bedrock K Free Product 

Contaminated Private Well 

Contaminated Public Well 

Contamination in Fractured Bedrock 

Contamination was discovered as a result of: 

P Groundwater Contamination 

Off-Site Contamination 

Other (specify): 

K Soil Contamination 
Storm Sewer 

Surface Water Contamination 

Within 1 00 ft of Private Well 

Within 1000 ft of Public Well 

I Tank closure assessment I Site assessment 

Date Date 

[X Other - Describe: Construction 

Date 

Lab results: r Lab results will be faxed upon receipt I Lab results are attached 

Additional Comments: Include a brief description of immediate actions taken to halt the release and contain or cleanup 
hazardous substances that have been discharged. 

None 

6. Federal Energy Act Requirements (Section 9002{d) of the Solid Waste Disposal Act (SWDA)) 

For all confirmed releases Source Cause 
from UST's occurring after fX Tank I Spill 
9130/2007 please provide I Piping 
the following information: 

I Does not apply. 

I Dispenser 

r Submersible Turbine Pump 

r Delivery Problem 

I Other (specify): ---------------------

I Overfill 

r Corrosion 

I Physical or Mechanical Damage 

I Installation Problem 

I Other (does not fit any of above) 
IX Unknown 

Contact information to report non-emergency releases in DNR's five regions are as follows: 
Northeast Region (FAX: 920-662-5197); Attention- R&R Program Associate: DNRRRNER@wisconsin.gov 

Brown, Calumet, Door, Fond du Lac (except City of Waupun - see South Central Region), Green Lake, Kewaunee, Manitowoc, 
Marinette, Marquette, Menominee, Oconto, Outagamie, Shawano, Sheboygan, Waupaca, Waushara , Winnebago counties 

Northern Region (FAX: 715-623-6773); Attention - R&R Program Associate: DNRRRNOR@wisconsin.gov 

Ashland, Barron, Bayfield, Burnett, Douglas, Forest, Florence, Iron, Langlade, Lincoln, Oneida, Polk, Price, Rusk, 
Sawyer, Taylor, Vilas, Washburn counties 

South Central Region (FAX: 608-273-5610); Attention •• R&R Program Associate: DNRRRSCR@wisconsin .gov 

Columbia, Dane, Dodge, Fond du Lac (City of Waupun only), Grant, Green, Iowa, Jefferson, Lafayette, Richland, 
Rock, Sauk, Walworth counties 

Southeast Region (FAX: 414-263-8550); Attention-- R&R Program Associate: DNRRRSER@wisconsin.gov 
Kenosha, Milwaukee, Ozaukee, Racine, Washington, Waukesha counties 

West Central Region (FAX: 715-839-6076); Attention-- R&R Program Associate: DNRRRWCR@wisconsin.gov 
Adams, Buffalo, Chippewa, Clark, Crawford, Dunn. Eau Claire, Jackson, Juneau, LaCrosse, Marathon, Monroe, Pepin, 
Pierce, Portage, St. Croix, Trempealeau , Vernon, Wood counties 
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Soil Remediation Letter Report 
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800 Hill Avenue 
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BRAUN 
INTERTEC 

The Science You Build On. 

January 21, 2016 

Mr. Phil Marquis 

Graymont (WI) LLC 

800 Hill Avenue 

Superior, WI 54880 

Re: Soil Remediation Letter Report 

Graymont (WI} LLC 

800 Hill Avenue 

Superior, Wl54880 

Braun Intertec Corporation 
45 II West First Street, Suite 4 
Duluth, MN 55807 

Phone: 2 18.624.4967 
Fax: 2 18.624.0196 
Web: braunintertec.com 

Project No. B1507395 

Braun lntertec Corporation (Braun lntertec) is submitting this Soil Remediation Letter Report for the 

Graymont (WI) LLC. Facility site located at 800 Hill Avenue, Superior, Wisconsin . The location ofthe site 

is shown in .the attached Figure 1. In August 2015, an Environmental Investigation was conducted to 

evaluate potential soil and groundwater petroleum impacts present at the Site, resulting from previous 

aboveground storage tanks (ASTs) and/or historic property use as a Marine Fueling Terminal. 

Background information regarding the recent site investigation as well as historical investigation and 

remediation activities is provided in our report entitled "Environmental Investigation Report, Graymont 

(WI} LLC', and dated October 15, 2015. 

The attached report outlines the removal of impacted soil that was stockpiled during a recent 

construction project, as well as impacted soil from beneath the area of an observed pavement seep. 

Remedial Excavation 

Remedial action activities were completed to remove a small pile of impacted soils (1-2 cubic yards) that 

was excavated during a previous construction project, and soils near the ground surface in an area with 

a visible oil seep (both areas are shown in the attached Figure 2). Impacted soil was approved for 

disposal at the VONCO Landfill in Duluth, Minnesota. 

On November 20, 2015, a focused remedial excavation was completed at the Site. After removing 

surface bituminous pavement, an abandoned pipe was encountered about 2 feet below grade near the 

observed pavement seep. The pipe was empty and surrounded by black, tarry soils. An approximately 

225 square-foot area was excavated to three to four feet below grade to remove visually impacted soil 

in the direct-contact zone . This material was removed for off-site disposal to the extent possible. 

Excavation photographs are included in Attachment A The location and area ofthe remedial excavation 

\\I Ul 
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Graymont (WI) LLC 
Project B1507395 
January 21, 2016 
Page 2 

is illustrated in Figure 2. A total of 18.12 tons of impacted soil (including the previously excavated 

stockpile) was excavated and transported to the VONCO Landfill for disposal. Landfill disposal 

documentation is included in Attachment B. 

Confirmatory Soil Sampling 

A confirmation soil sample was collected at the base of the excavation at a depth of approximately 3 

feet. The location of the sample collected is illustrated in Figure 2. Laboratory analytical results 

indicated that ORO concentrations at the base of the excavation were minimal [13.9 milligrams per 

kilogram (mg/kg)] and that concentrations of petroleum volatile organic compounds (PVOCs) were 

below laboratory detection limits. Concentrations of polynuclear aromatic hydrocarbons (PAHs) in the 

base sample were below the U.S. EPA generic soil screening level for groundwater protection 

[groundwater residual contaminant level (RCL)]. PAH compounds detected in the base sample were also 

below the U.S. EPA generic soil screening level for ingestion (direct-contact RCL). Confirmatory soil 

sampling results are included in the laboratory analytical report attached in Appendix C. 

Recommendations 

Prior to preparing this report, we conducted a brief review of the project reports provided by 

Graymont. Based on our review, it appears that the observed soil impacts are related to past use of the 

Site as a marine fueling terminal by Koch Materials Company. Previous investigation and remediation 

was conducted as part of WDNR BRRTS file# 02-16-000446. 

In accordance with ch. 292 Wis. Stats., the detected soil impacts are reportable to the Wisconsin 

Department of Natural Resources. At the request of Graymont (WI) LLC., the observed seep was 

previously reported to WDNR in August 2015. We recommend submitting a copy ofthe Phase II ESA and 

this letter report to WDNR staff for review. Mr. John Sager, WDNR Project Manager, indicated WDNR 

staff would review site conditions and determine if additional actions are necessary. 

Assessment Limitations 

The analyses and conclusions submitted in this report are based on our field observations and the 

results of laboratory chemical analyses of soil samples and groundwater samples collected from the soil 

borings and limited excavation completed for this project. 

BRAUN 
INTERTEC 
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Graymont (WI) LLC 
Project B1507395 
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Page 3 

In performing its services, Braun lntertec used that degree of care and skill ordinarily exercised under 

similar circumstances by reputable members of its profession currently practicing in the same locality. 

No warranty, express or implied, is made. 

Please call Ted Hubbes at 218.263.8869 if you have questions concerning this project. 

Sincerely, 

BRAUN INTERTEC CORPORATION 

.Q~ c~tJn 
p,7~-

Ted R. Hubbes, PG, CHMM 
Associate Principal 

Attachments: 

Figures 1-2 

Attachment A -

Attachment B -

Attachment C -

Photographs 

Landfill Disposal Documentation 

Laboratory Analytical Reports 
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Photograph #1 Graymont (WI) LLC 

Date: November 20, 2015 

Location: 800 Hill Avenue Superior, WI 

Subject: Removed bituminous layer 

Photograph #2 Graymont (WI) LLC 

Date: November 20, 2015 

Location: 800 Hill Avenue Superior, WI 

Subject: Pipe section removed 
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Photograph #3 
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Subject: 

Photograph #4 
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Photograph #5 

Date: 

Location : 

Subject: 

Graymont (WI) LLC 

November 20, 2015 

800 Hill Avenue Superior, WI 

Location of base sample 
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I Date I Ticket I 

Vonco V Waste Management Campus 
100 West Gary Street 

Duluth, MN 55808 
Permit: SW 536 

91G 15-14 - ravr11ont Su~H ri WI or 
Customer Truck Material 

111/20/20151269181 1001416- Graymont T95469W Contaminated Soil Tons 
Total Tons 

Total Loads 

Tons 
18.12 

18.12 
1 



December 08, 2015 

Ted Hubbes 
Braun lntertec 
4511 W First St. 
#4 
Duluth , MN 55807 

RE : Project: Graymont Superior 
Pace Project No.: 10331311 

Dear Ted Hubbes: 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Enclosed are the analytical results for sample(s) received by the laboratory on November 24, 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, 

Zach Wagner 
zach.wagner@pacelabs.com 
Project Coordinator 

Enclosures 

cc: Mark Keefer, Braun lntertec 
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CERTIFICATIONS 

Project: Graymont Superior 

Pace Project No.: 10331311 

Minnesota Certification IDs 
1700 Elm Street SE Suite 200, Minneapolis, MN 55414 
A2LA Certification #: 2926.01 

Minnesota Certification #: 027-053-137 
Mississippi Certification #: Pace 
Montana Certification #: MT0092 
Nevada Certification #: MN 00064 
Nebraska Certification #: Pace 

Alaska Certification #: UST-078 
Alaska Certification #MN00064 
Alabama Certification #40770 
Arizona Certification#: AZ-0014 
Arkansas Certification #: 88-0680 
California Certification#: 01155CA 
Colorado Certification #Pace 
Connecticut Certification #: PH-0256 
EPA Region 8 Certification #: 8TMS-L 
Florida/NELAP Certification#: E87605 
Guam Certification #:14-008r 
Georgia Certification #: 959 
Georgia EPD #: Pace 
Idaho Certification #: MN00064 
Hawaii Certification #MN00064 
Illinois Certification#: 200011 
Indiana Certification#C-MN-01 
Iowa Certification #: 368 
Kansas Certification#: E-10167 
Kentucky Dept of Envi. Protection - DW #90062 
Kentucky Dept of Envi. Protection -IN'N #:90062 
Louisiana DEQ Certification #: 3086 
Louisiana DHH #: LA140001 
Maine Certification#: 2013011 
Maryland Certification #: 322 
Michigan DEPH Certification #: 9909 

New Jersey Certification #: MN-002 
New York Certification#: 11647 
North Carolina Certification #: 530 
North Carolina State Public Health #: 27700 
North Dakota Certification #: R-036 
Ohio EPA#: 4150 
Ohio VAP Certification#: CL 101 
Oklahoma Certification #: 9507 
Oregon Certification#: MN200001 
Oregon Certification#: MN300001 
Pennsylvania Certification #: 68-00563 
Puerto Rico Certification 
Saipan (CNMI) #:MP0003 
South Carolina #:74003001 
Texas Certification #: T1 04704192 
Tennessee Certification#: 02818 
Utah Certification#: MN000642013-4 
Virginia DGS Certification#: 251 
Washington Certification #: C486 
West Virginia Certification #: 382 
West Virginia DHHR #:9952C 
Wisconsin Certification #: 999407970 
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Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 
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Project: Graymont Superior 

Pace Project No.: 10331311 

LabiD SampleiD 

10331311001 B-1-3' 

SAMPLE SUMMARY 

Matrix Date Collected Date Received 

Solid 11/20/15 11:35 11/24/15 17:55 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 
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Project: Graymont Superior 

Pace Project No.: 10331311 

LabiD SampleiD 

10331311001 8·1·3' 

SAMPLEANALYTE COUNT 

Method 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analysts 

JRH 

JOL 

JLR 

AH2 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Analytes 
Reported Laboratory 

2 PASI-M 

PASI-M 

19 PASI-M 

7 PASI-M 

Page 4 of 18 



Project: Graymont Superior 

Pace Project No.: 10331311 

Method: WIMODDRO 
Description: WIDRO GCS 
Client: 
Date: 

Braun-BLM 
December 08, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

1 sample was analyzed for WI MOD ORO. 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. 

Sample Preparation: 
The samples were prepared in accordance with WI MOD ORO 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. 

Lai:Joraiory Coniroi 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: 

Analyte Comments: 

QC Batch: OEXT/31800 

05: The sample was re-weighed into a new container because the sample weight in the original container exceeded the method 
specifications. 

• B-1-3' (Lab ID: 10331311001) 
• n-Triacontane (S) 

T6: High boiling point hydrocarbons are present in the sample. 

• B-1-3' (Lab ID: 10331311001) 
• WDRO C10-C28 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 5 of 18 



~Analytical' 
1 www.pacelabs.com 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

f 

Project: 

Pace Project No.: 

Graymont Superior 

10331311 

Method: EPA 8270D by SIM 
Description: 82700 MSSV PAH by SIM 
Client: Braun-BLM 
Date: December 08, 2015 

General Information: 

PROJECT NARRATIVE 

1 sample was analyzed for EPA 82700 by SIM. 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. 

Sample Preparation: 
The samples were prepared in accordance with EPA 3550 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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Project: Graymont Superior 

Pace Project No.: 10331311 

Method: EPA8260B 
Description: 82608 MSV UST 
Client: 8raun-8LM 
Date: December 08, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

1 sample was analyzed for EPA 82608. 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. 

Sample Preparation: 
The samples were prepared in accordance with EPA 5035/50308 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. 

Y)Ztfa"rt(t &t£c~uc 
Melanie Ollila 
Quality Assurance Officer 

REPORT OF LABORATORY ANALYSIS 
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Project: Graymont Superior 

Pace Project No.: 10331311 

Sample: B-1-3' 

ANALYTICAL RESULTS 

LabiD: 10331311001 Collected: 11/20/1511:35 Received: 11/24/15 17:55 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 

Acenaphthylene 
Anthracene 
Benzo( a)anthracene 
Benzo(a)pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz(a,h)anthracene 
Fluoranthene 
Fluorene 
lndeno( 1 ,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 12/08/2015 01:10PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

13.9 mg/kg 11.4 11/25/15 10:17 

69 %. 50-150 11/25/15 10:17 

Analytical Method: ASTM D2974 

13.3 % 0.10 

Analytical Method: EPA 8270D by SIM Preparation Method: EPA 3550 

ND mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

0.014 mg/kg 0.012 11/25/15 09:20 

ND mglkg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

0.015 mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

0.037 mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

0.018 mg/kg 0.012 11/25/15 09:20 
0.050 mg/kg 0.012 11/25/15 09:20 

0.018 mg/kg 0.012 11/25/15 09:20 

ND mg/kg 0.012 11/25/15 09:20 

68 %. 55-125 11/25/15 09:20 

79 %. 30-150 11/25/15 09:20 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.025 11/30/15 17:03 

ND mg/kg 0.061 11/30/15 17:03 

ND mg/kg 0.061 11/30/15 17:03 

ND mg/kg 0.18 11/30/15 17:03 

104 %. 55-150 11/30/15 17:03 

103 %. 61-125 11/30/15 17:03 

102 %. 54-131 11/30/15 17:03 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

11/29/15 20:13 T6 

11/29/15 20:13 638-68-6 D5 

12/04/15 13:14 

12/07/15 22:52 83-32-9 

12/07/15 22:52 208-96-8 
12/07/15 22:52 120-12-7 
12/07/15 22:52 56-55-3 
12/07/15 22:52 50-32-8 
12/07/15 22:52 205-99-2 
12/07/15 22:52 191-24-2 
12/07/15 22:52 207-08-9 
12/07/15 22:52 218-01-9 

12/07/15 22:52 53-70-3 
12/07/15 22:52 206-44-0 
12/07/15 22:52 86-73-7 
12/07/15 22:52 193-39-5 
12/07/15 22:52 91-20-3 
12/07/15 22:52 85-01-8 
12/07/15 22:52 129-00-0 
12/07/15 22:52 

12/07/15 22:52 321-60-8 
12/07/15 22:52 1718-51-0 

12/02/15 02:08 71-43-2 
12/02/15 02:08 100-41-4 
12/02/15 02:08 108-88-3 

12/02/15 02:08 1330-20-7 

12/02/15 02:08 17060-07-0 
12/02/15 02:08 2037-26-5 

12/02/15 02:08 460-00-4 

Page 8 of 18 



Project: Graymont Superior 

Pace Project No.: 10331311 

QC Batch: MPRP/60117 

QC Batch Method: ASTM D2974 

Associated Lab Samples: 10331311001 

SAMPLE DUPLICATE: 2149526 

Parameter Units 

Percent Moisture % 

QUALITY CONTROL DATA 

Analysis Method: 

Analysis Description: 

10332000005 
Result 

1.5 

Dup 
Result 

ASTM D2974 

Dry Weight/Percent Moisture 

RPD 

1.5 6 

Max 
RPD 

30 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Qualifiers 

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 resull 

Date: 12/08/2015 01:10PM 

REPORT OF LABORATORY ANALYSIS 
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~Z~· 
Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

I 

Project: Graymont Superior 

Pace Project No.: 10331311 

QC Batch: MSV/33920 

QC Batch Method: EPA 5035/5030B 

Associated Lab Samples: 10331311001 

METHOD BLANK: 2146029 

Associated Lab Samples: 

Parameter 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
1,2-Dichloroethane-d4 (S) 
4-Bromofluorobenzene (S) 
Toluene-dB (S) 

10331311001 

Units 

mg/kg 
mg/kg 
mg/kg 
mg/kg 

%. 
%. 
%. 

LABORATORY CONTROL SAMPLE: 2146030 

Parameter Units 

Benzene mg/kg 
Ethylbenzene mg/kg 
Toluene mg/kg 
Xylene (Total) mg/kg 
1,2-Dichloroethane-d4 (S) %. 
4-Bromofluorobenzene (S) %. 
Toluene-dB (S) %. 

QUALITY CONTROL DATA 

Analysis Method: EPAB260B 

Analysis Description: B260B MSV UST 

Matrix: Solid 

Blank Reporting 
Result Limit Analyzed Qualifiers 

ND 0.020 12/01/15 22:19 
ND 0.050 12/01/15 22:19 
ND 0.050 12/01/15 22:19 
NO 0.15 12/01/15 22:19 
9B 55-150 12/01/15 22:19 

102 54-131 12/01/15 22:19 
101 61-125 12/01/15 22:19 

Spike LCS LCS %Rec 
Cone. Result %Rec Limits Qualifiers 

0.92 92 69-125 
0.90 90 72-125 

1 O.B7 B7 72-125 

3 2.B 92 74-125 
100 55-150 
101 54-131 
101 61-125 

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 2146262 2146263 
MS MSD 

10331493001 Spike Spike MS MSD MS MSD %Rec 
Parameter Units Result Cone. Cone. Result Result %Rec %Rec Limits 

Benzene mg/kg ND 1.1 1.1 1.1 1.1 95 97 63-126 
Ethylbenzene mg/kg ND 1.1 1.1 1.1 1.1 97 99 69-126 
Toluene mg/kg ND 1.1 1.1 1.1 1.1 93 94 66-12B 
Xylene (Total) mg/kg ND 3.4 3.4 3.4 3.5 100 103 70-130 
1,2-Dichloroethane-d4 (S) %. 96 101 55-150 
4-Bromofluorobenzene (S) %. 100 99 54-131 
Toluene-dB (S) %. 101 101 61-125 

Max 
RPD RPD Qual 
-------

2 30 
2 30 
2 30 
3 30 ES 

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: 12/0B/2015 01:10PM 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 10 of 1B 



Project: Graymont Superior 

Pace Project No.: 10331311 

QC Batch: OEXT/31797 

QC Batch Method: EPA 3550 

Associated Lab Samples: 10331311001 

METHOD BLANK: 2144408 

Associated Lab Samples: 

Parameter 

Acenaphthene 
Acenaphthylene 
Anthracene 
Benzo(a)anthracene 
Benzo(a)pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz(a,h)anthracene 
Fluoranthene 
Fluorene 
lndeno(1,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

10331311001 

Units 

mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 
mg/kg 

%. 
%. 

QUALITY CONTROL DATA 

Analysis Method: EPA 8270D by SIM 

Analysis Description: 8270D Solid PAH by SIM MSSV 

Matrix: Solid 

Blank Reporting 
Result Limit Analyzed Qualifiers 

ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
ND 0.010 12/07/15 14:46 
64 55-125 12/07/15 14:46 
74 30-150 12/07/15 14:46 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 

LABORATORY CONTROL SAMPLE: 2144409 
Spike LCS LCS %Rec 

Parameter Units Cone. Result %Rec Limits Qualifiers 

Acenaphthene mg/kg .033 0.021 64 53-125 
Acenaphthylene mg/kg .033 0.021 63 53-125 
Anthracene mg/kg .033 0.025 76 61-125 

Benzo(a)anthracene mg/kg .033 0.024 72 62-125 
Benzo(a)pyrene mg/kg .033 0.026 78 64-125 
Benzo(b )fluoranthene mg/kg .033 0.026 78 66-125 
Benzo(g,h,i)perylene mg/kg .033 0.028 85 59-125 
Benzo(k)fluoranthene mg/kg .033 0.029 86 61-125 

Chrysene mg/kg .033 0.025 75 63-125 
Dibenz(a,h)anthracene mg/kg .033 0.027 81 59-125 

Fluoranthene mg/kg .033 0.026 78 64-125 
Fluorene mg/kg .033 0.024 72 57-125 
lndeno(1 ,2,3-cd)pyrene mg/kg .033 0.028 84 58-125 

Naphthalene mg/kg .033 0.022 67 52-125 
Phenanthrene mg/kg .033 0.024 71 60-125 
Pyrene mg/kg .033 0.023 70 63-125 
2-Fiuorobiphenyl (S) %. 73 55-125 
p-Terphenyl-d14 (S) %. 84 30-150 

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: 12/08/2015 01:10PM 
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tz~· 
Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

I 

QUALITY CONTROL DATA 

Project: Graymont Superior 

Pace Project No.: 10331311 

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 2144410 2144411 

MS MSD 
10331101010 Spike Spike MS MSD MS MSD %Rec Max 

Parameter Units Result Cone. Cone. Result Result %Rec %Rec Limits RPD RPD Qual 
-------

Acenaphthene mg/kg NO .044 .044 0.026 0.025 58 57 39-125 2 30 
Acenaphthylene mg/kg NO .044 .044 0.024 0.023 55 53 30-150 4 30 
Anthracene mg/kg NO .044 .044 0.029 0.031 66 69 30-150 6 30 
Benzo(a)anthracene mg/kg NO .044 .044 0.028 0.031 64 71 30-150 9 30 
Benzo(a)pyrene mg/kg NO .044 .044 0.032 0.035 73 79 30-150 7 30 
Benzo(b )fluoranthene mg/kg NO .044 .044 0.032 0.034 74 78 30-150 5 30 

Benzo(g,h,i}perylene mg/kg NO .044 .044 0.035 0.037 80 84 30-150 5 30 

Benzo(k)fluoranthene mg/kg NO .044 .044 0.034 0.037 77 85 30-150 9 30 
Chrysene mg/kg NO .044 .044 0.029 0.032 66 72 30-150 9 30 
Dibenz( a,h )anthracene mg/kg NO .044 .044 0.033 0.035 74 79 30-150 6 30 
Fluoranthene mg/kg NO .044 .044 0.032 0.035 73 80 30-150 9 30 

Fluorene mg/kg NO .044 .044 0.029 0.029 66 67 30-146 30 
lndeno(1 ,2,3-cd}pyrene mg/kg NO .044 .044 0.033 0.036 76 81 30-150 6 30 

Naphthalene mg/kg NO .044 .044 0.026 0.023 58 52 30-131 11 30 
Phenanthrene mg/kg NO .044 .044 0.029 0.032 67 74 30-150 10 30 
Pyrene mg/kg NO .044 .044 0.028 0.031 63 71 30-150 12 30 

2-Fiuorobiphenyl (S) %. 64 60 55-125 

p-Terphenyl-d14 (S) %. 73 79 30-150 

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: Graymont Superior 

Pace Project No.: 10331311 

QC Batch: OEXT/31800 

QC Batch Method: WI MOD DRO 

Associated Lab Samples: 10331311001 

METHOD BLANK: 2144503 

Associated Lab Samples: 10331311001 

Parameter 

WDRO C10-C28 
n-Triacontane (S) 

Units 

mg/kg 
%. 

LABORATORY CONTROL SAMPLE & LCSD: 2144504 

Parameter Units 

WDRO C10-C28 
n-Triacontane (S) 

mg/kg 
%. 

QUALITY CONTROL DATA 

Analysis Method: WI MODDRO 

WIDROGCS Analysis Description: 

Matrix: Solid 

Blank 
Result 

Reporting 
Limit Analyzed 

ND 
73 

10.0 11/29/15 18:57 
50-150 11/29/15 18:57 

2144505 
Spike LCS LCSD LCS LCSD 
Cone. Result Result %Rec %Rec 

------
80 57.3 62.3 72 78 

76 84 

Qualifiers 

%Rec 
Limits RPD 

70-120 
50-150 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Max 
RPD Qualifiers 

8 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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Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 

QUALIFIERS 

Project: Graymont Superior 

Pace Project No.: 10331311 

DEFINITIONS 

DF - Dilution Factor, if reported, represents the factor applied to the reported data due to dilution of the sample aliquot. 

NO - Not Detected at or above adjusted reporting limit. 

J - Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit. 

MDL- Adjusted Method Detection Limit. 

PQL - Practical Quantitation Limit. 

RL- Reporting Limit. 

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. 
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-M Pace Analytical Services - Minneapolis 

ANAL YTE QUALIFIERS 

05 The sample was re-weighed into a new container because the sample weight in the original container exceeded the 
method specifications. 

ES The reported result is estimated because one or more of the constituent results are qualified as such. 

T6 High boiling point hydrocarbons are present in the sample. 
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Project: Graymont Superior 

Pace Project No.: 10331311 

LabiD Sample ID 

10331311001 B-1-3' 

10331311001 B-1-3' 

10331311001 B-1-3' 

10331311001 B-1-3' 
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Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 

QUALITY CONTROL DATA CROSS REFERENCE TABLE 

QC Batch Method QC Batch 

WIMODDRO OEXT/31800 

ASTM 02974 MPRP/60117 

EPA3550 OEXT/31797 

EPA 5035/50308 MSV/33920 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analytical 
Analytical Method Batch 

WI MODDRO GCSV/17359 

EPA 82700 by SIM MSSV/13551 

EPA8260B MSV/33929 
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BRAUN 
INTERTEC 

The Science You Build On. 

October 15, 2015 

Mr. Phil Marquis 
Graymont (WI) LLC 
800 Hill Avenue 
Superior, WI 54880 

Re : Environmental Investigation Report 
Graymont (WI) LLC 
800 Hill Avenue 
Superior, WI 

Dear Mr. Marquis: 

Braun lntertec Corporation 
4511 West First Street, Suit 4 
Duluth, MN 55807 

Phone: 218.624.4967 
Fax: 218.624.0196 
Web: braunintertec.com 

Project B1507395 

On behalf of Graymont (WI) LLC, Braun lntertec Corporation conducted an Environmental Investigation 
of the referenced site (Site) in accordance with the authorized scope of services described in our 
proposal dated August 20, 2015. The Environmental Investigation was conducted to evaluate the 
potential environmental impacts to the soil and groundwater at the Site resulting from past storage and 
distribution of petroleum products during the time period when the property was managed by Koch 
Materials Company and operated as a Marine Fueling Terminal. 

This Environmental Investigation Report was prepared on behalf of and for use by Graymont (WI) LLC. No 
other party has a right to rely on the contents ofthis Environmental Investigation without the written 
authorization of Braun lntertec. 

For a complete discussion of our assessment, please refer to the attached Environmental Investigation 
Report . 

We appreciate the opportunity to provide our professional services to you for this project. If you have 
any questions or comments regarding this report or the project in general, please call Ted Hubbes at 
218.263.8869. 

Sincerely, 

BRAUN INTERTEC CORPORATION 

Samantha Buhr 
Environmental Technician 

Attachment: 
Environmental Investigation Report 

\.\ I OJ.-

Ted Hubbes, PG, CHMM 
Senior Scientist/ Associate Principal 
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A. Introduction 

A.l. Authorization 

Braun lntertec Corporation received authorization from Mr. Phil Marquis of Graymont (WI) LLC to 

conduct an Environmental Investigation ofthe Graymont located at 800 Hill Avenue in Superior, 

Wisconsin (Site) in accordance with the scope of services described in our proposal dated August 6, 2015. 

The Environmental Investigation was prepared to evaluate petroleum products observed seeping 

through a paved surface at the Site in the area of the Former Marine Fueling Terminal. 

A.2. Project Objective 

The objective of the Environmental Investigation was to evaluate potential soil and groundwater 

petroleum impacts present at the Site, resulting from previous aboveground storage tanks (ASTS) and/or 

historic property use as a Marine Fueling Terminal. Five soil borings were advanced in pre-determ ined 

locations throughout the Site on August 20, 2015, that were chosen by Braun lntertec and approved by 

Graymont (WI) LLC. The attached Site Sketch illustrates the general locations of the soil borings (Figure 

2). 

In addition, visually impacted soil (approximately 2-3 cubic yards) had been encountered and stockpiled 

du;ing a ;ecent construction pmject conducted by Graymont, in an area nearby a new silo. 

B. Site Background 

8.1. Site Location and Description 

We accessed various documents and online sources to obtain Site location information. The following is a 

summary of our findings: 

Address: 

City: 

County: 

Latitude: 

Longitude: 

Section, Township, Range: 

Size: 

810 Hill Avenue 

Superior 

Douglas 

46.43' 44.11"N 

92.04'39.20"W 

W 1/2 of the NW 1/4 of Section 13 and theE 1/2 of 

the NE 1/4 of section 14 ofTwp 49 North, Range 

14W 

33.38-acres/1,454,128 sq. ft. 
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The Site is currently developed as an industrial facility that takes delivery of limestone from quarries in 

Lower Michigan via self-unloading lake freighter, and processes the limestone into lime using kilns. 

Historically, the Site was used as a bulk fuel terminal owned by Koch Materials Company from at least 

1952 until about 1998. 

The Site is bordered on the north by Superior Bay followed by Lake Superior beyond, on the south by 

commercial properties followed by Highway 53, on the east by Superior Bay followed by Lake Superior, 

and the west by vacant land followed by Highway 53. A Site Location Map is included as Figure 1. 

8.2. Previous Investigation Data 

Prior to preparing this report, we conducted a brief review of the following reports provided by 

Graymont: 

• Phase I Environmental Site Assessment (Phase I ESA), Koch Materials Company, Marine 

Fueling Division Terminal, Superior, Wisconsin. Prepared by STS Consultants, Ltd., and dated 

December 6, 1991. 

• Phase II Contamination Assessment, Koch Materials Company, Marine Fueling Terminal, 

Superior, Wisconsin. Prepared by STS Consultants, Ltd., and dated June 18, 1992. 

• Phase Ill Contamination Assessment, Koch Materials Company, Marine Fueling Terminal, 

Superior, Wisconsin. Prepared by STS Consultants, Ltd., and dated March 1, 1996. 

• Site Closure Report, Koch Refining Company, Former Marine Fueling Facility, Superior, 

Wisconsin. Prepared by Barr Engineering Company, and dated November 1998. 

• Submittal of Case Summary and Close Out Form, Former Marine Fueling Facility, Superior, 

Wisconsin. Prepared by Barr Engineering Company, and dated December 7, 1998. 

The Phase I report indicates that the observed impacts in the PLS3 area are in the general vicinity of 

"Tank 4" in the Former Marine Fueling Facility tank farm. The observed pavement seep is in the general 

vicinity of "Tank 7" in the Former Marine Fueling Facility tank farm. Previous soil borings conducted in 

these areas in the early 1990s indicated high concentrations of petroleum impacts in soil. Groundwater 

was present at 1.5 to 4.5 feet below ground surface (bgs) in these areas and free-floating petroleum 

product was documented. 

The Site Closure Report indicated that tanks and other structures were removed from the site in 1997. 

At that time, site remediation was conducted and consisted of removal of 1,860 cubic yards of petroleum 

impacted soil. The report indicated that approximately 25% ofthe soil was impacted with number 2 fuel 
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oil and approximately 75% was impacted with number 6 fuel oil. The report also indicated that residual 

soil impacts and dissolved phase (groundwater) contamination was left in place to degrade naturally. 

The remediation was guided by visual observations and post excavation soil sampling was not conducted. 

8.3. Physical Setting 

B.3.a. Topography 

According to the United States Geological Survey (USGS) 7.5-minute topographic map series, Superior, 

Wisconsin quadrangle, the Site is located at an elevation of approximately 610 feet above mean sea level. 

8.3.b. Geology 

Surficial geology ofthe area consists of Lake-Modified Glacial Topography. Topography is subdued as the 

result of wave action or as the result of being deposited in a water-logged state during high stages of 

Lake Superior. Low relief, hummocky collapse topography is present in most places, but is drumlinized in 

some areas. Till is typically 1 to 20 meters thick (Clayton, Lee, 1984). 

The depth to bedrock in the Site vicinity is approximately 50-100 feet below land surface (WI DNR, 

Ecological Landscapes of Wisconsin Handbook, 2011}. 

B.3.c. Hydrogeology 

According to the USGS 7.5-minute topographic map series, Superior, Wisconsin quadrangle, the surface 

gradient in the vicinity of the Site was generally flat. The regional groundwater flow direction within the 

unconsolidated deposits in the vicinity ofthe Site may be to the north or northeast towards Superior Bay. 

The local direction of groundwater flow may be affected by nearby streams, lakes, wells and/or wetlands 

and may vary seasonally. 

The Site-specific groundwater flow direction was not determined through direct measurement during 

this environmental investigation. Additional field investigation, beyond the Scope of Services of this field 

investigation, would be required to determine this information. 

Groundwater was encountered in the soil borings advanced at the Site as part of the assessment at 

depths ranging from 3.5 to 5 feet bgs. 
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The following tasks were conducted at the Site as part ofthis Environmental Investigation: 

• Advanced five soil borings designated as SB-1 through SB-5 to evaluate soil and groundwater 

conditions. 

• Screened soil samples collected from the soil borings for the presence of organic vapors 

using a photoionization detector (PI D). Visual and olfactory observations regarding potential 

contamination also were made and recorded. 

• Chemically analyzed all soil samples for the following parameters: BETX, polynuclear 

aromatic hydrocarbons (PAHs) and diesel-range organics (ORO). 

• Chemically analyzed a soil sample from soils stockpiled during a recent construction project 

for landfill acceptance parameters: PAHs, ORO and total lead. 

• Chemically analyzed groundwater samples for the presence of DROs and BETX. Groundwater 

was encountered during all but one (SB-5) soil borings. 

• Evaluated data and prepared this report. 

D. Investigation Methods and Procedures 

The fieldwork relating to the investigation was conducted on August 20, 2015. The locations and ground 

surface elevations of the soil borings were approximated by measuring from the building walls. 

Investigation locations are shown on Figure 2. 

Prior to beginning the field investigation, public utilities were cleared through Diggers Hotline. 

Five direct push soil borings (designated SB-1 through SB-5) were advanced at the Site. In addition, one 

sample was collected from the stockpile. The following table identifies the investigation locations, 

rational for selection and analytical testing parameters. 
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Table 1. Soil Boring Summary 

Investigation 
Location 

SB-1 

SB-2 

SB-3 

SB-4 

SB-5 

Stockpile 

Notes: 

5 =Shallow soil sample 
3 = PAH analysis 

Approx. Boring 
Depth 

(ft) 

8 

8 

8 

8 

8 

NA 

Rationale for Selection Soil Testing 

South of source area . 4' (1,2,3) 

Northeast of source area . 3.5' (1,2,3) 

Northwest of source area. 3' (1,2,3) 

Southeast of source area. 4' (1,2,3) 

Source area . 4' (1,2,3) 

NA 1,2,4 

1 = BETX analysis 

4 =Lead 

2 = ORO analysis 

NA = Not Applicable 

The soil boring locations are shown on Figure 2. 

Groundwater 
Testing where 
encountered 

2,3 

2,3 

2,3 

2,3 

NA 

NA 

Standard operating procedures used during the investigation are available upon request. 

0.1. Soil Evaluation 

D.l.a. Soil borings 

We subcontracted Range Environmental Drilling, of Hibbing, Minnesota to advance five soil borings, 

designated as SB-1 through SB-5 at the Site to a depth of 8 feet below ground surface (bgs) . 

Soil borings SB-1 through SB-5 were advanced with a hydraulically-driven push-probe sampling rig. To 

collect the soil samples from the borings, a disposable thin-walled PVC liner was placed inside of a 5-foot 

long sampling tool. The borehole was then advanced using a dual-tube system, which allows for the inner 

sampling tool to be pushed through a larger outer-diameter rod to a total penetration depth of 5 feet. 

After advancing the tooling, the sample was removed from the borehole, but the outer rod remained, 

keeping the borehole open, and soil sample was retrieved from the PVC liner for field screening and 

classification. The process was then repeated to the termination depths of the borings. 

Upon completion, soil borings were sealed in accordance with Wisconsin regulations. 
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D.l.b. Soil Classification and Monitoring 
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The soils encountered in the soil borings were visually and manually classified in the field by an 

environmental technician using ASTM D 2487 "Unified Soils Classification System" and ASTM D 2488 

"Recommended Practice for Visual and Manual Description of Soils." 

Soil samples retrieved were examined by an environmental technician, for unusual staining, odors, and 

other apparent signs of contamination. In addition, the soil samples were screened for the presence of 

organic vapors using a PI D. The PID was equipped with a 10.6 electron-volt lamp and calibrated to an 

isobutylene standard . The PID was used to perform direct measurement and a headspace method of 

field-analyses. 

D.l.c. Soil Chemical Analyses 

Selected soil samples for chemical analyses were collected from the soil borings. If indications of 

contamination were observed in the field, samples for chemical analyses were collected from that 

interval. If no indications of contamination were observed, the soil samples were collected from the 

depth most likely to be impacted based on the potential contaminant source. Samples were analyzed for 

a combination of the following parameters : 

• BETX using United States Environmental Protection Agency (EPA) Method 8260 

• PAHs using EPA method 8270D 

• DRO using the Wisconsin Department of Natural Resources Method (WDNR) 

• Lead using US EPA Method 6010 

The rationale that was used to select the sampling interval at each location along with the parameters in 

which samples were analyzed is shown below. 

Table 2. Summary of Sampling Intervals and Chemical Analysis Parameters 

Sampling Depth 

Soil Boring (ft) Rationale 

SB-1 4 North of source area . 

SB-2 3.5 South of source area . 

SB-3 4 West of source area . 

SB-4 4 East of source area. 

SB-5 3 Source area . 

Stock Pile NA NA 

Analytical Parameters 

BETX, PAHs and DRO 

BETX, PAHs and DRO 

BETX, PAHs and DRO 

BETX, PAHs and DRO 

BETX, PAHs and DRO 

BETX, DRO, Lead 
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To evaluate groundwater conditions at the Site, grab-groundwater samples were collected from all 

borings with the exception of boring SB-5, where no groundwater was encountered. 

D.2.a. Groundwater Chemical Analyses 

The groundwater samples collected were analyzed for the following parameters: 

• BETX using EPA Method 8260 

• PAHs using EPA Method 82700 

• DRO using the WDNR Method 

E. Investigation Results 

E.l. Geologic Conditions 

Soil boring logs with descriptions of the various soil strata encountered during the soil boring operations 

and water-level information are contained in Appendix A. The depths shown as changes between the soil 

types are approximate. The actual changes may be transitional, and the transition depths are likely to be 

horizontally variable. 

E.2. Field Screening 

During the field investigation, soil samples were examined visually by an environmental technician for 

staining or other apparent signs of contamination. In addition, the soil samples were screened for the 

presence and concentration of organic vapors with a photoionization detector (PID) using a headspace 

procedure. The PID was equipped with a 10-electron-volt larnp and calibrated to an isobutylene standard 
' 

to provide direct readings of relative organic vapor concentrations in parts per million (ppm). 

The heads pace procedure consisted of collection a soil sam pie to half fill a quart-size, self-sealing plastic 

bag. The bag was vigorously shaken for 15 seconds and allowed to set for at least 10 minutes. Following 

the 10-minute period, the sample bag was again vigorously shaken for 15 seconds. The bag was then 

opened slightly and the PID probe was inserted to one-half of the headspace depth. The highest reading 

observed on the PID was then recorded. 
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No obvious visual or olfactory indications of contamination were observed in the soil samples collected 

with the exception of the sample collected from SB-05 (3'), where a petroleum odor was detected .. 

A summary of the soil screening results for the soil samples is provided in Table 3. 

E.3. Soil Analytical Testing Results 

Chemical components detected in the soil samples are compared with their respective State of Wisconsin 

Non-industrial Not-to-Exceed Direct-Contact (D-C) Residual Contaminant Levels (RCL) and the 

Groundwater Pathway Residual Contaminant Level (GW RCL) based on the US EPA regional screening 

levels. The D-C RCLs and GW RCLs are expressed as a concentration in milligrams per kilogram (mg/kg) or 

micrograms per kilogram (llg/kg). 

Soil analytical results are discussed below. A detailed summary ofthe soil analytical results are provided 

in Table 4. 

The results of the laboratory analysis indicated that: 

• ORO was detected in Soil Samples SB-1 (4'), SB-3 (4'), SB-5 (3') and the Stockpile sample at 

concentrations of 23 mg/kg, 4,560 mg/kg, 24,100 mg/kg and 10,800 mg/kg, respectively. 

There is no established standard within the State of Wisconsin for ORO. 

• The results ofthe laboratory analysis for lead indicated detections of lead in the stockpile 

sample at a concentration of 9.5 mg/kg which does not exceed the State of Wisconsin's Non

Industrial Not-to-Exceed D-C RCL and the GW RCL. 

• The results of the laboratory analysis indicated detections of the following PAH compounds 

above their respective D-C RCLs: 

• Sample SB-3 (4') indicated detections of Benzo(a)pyrene 0.23 mg/kg and Chrysene of 

0.65 mg/kg. 

• Sample SB-5 (3') indicated detections of Benzo(a)pyrene 5.4 mg/kg, 

Benzo(b)fluoranthene 2.9 mg/kg and Chrysene 12.7 mg/kg. 

• No BETX compounds were detected at concentrations greater than or equal to the 

laboratory method reporting limits, with the exception of Toluene. Toluene was detected in 

all of the soil samples, but was at concentrations that did not exceed the State of Wisconsin's 

Non-Industrial Not-to-Exceed D-C RCL and the GW RCL. 
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The complete laboratory reports with chain of custody forms are attached in Appendix B. 

E.4. Groundwater Analytical Testing Results 

A summary of the analytical results for the groundwater samples is provided in Table 5. 

The results of the laboratory analysis indicated that: 

• ORO was detected in groundwater samples from SB-1, SB-3 and SB-4 at concentrations of 

262 ug/1, 870 ug/1 and 299 ug/1, respectively. 

• No BETX was detected in any of the groundwater samples collected at concentrations greater 

than or equal to the laboratory method reporting limits. 

The complete laboratory report with chain of custody forms is attached in Appendix B. 

E.S. Quality Assurance/Quality Control 

Samples were placed in clean, laboratory supplied containers, preserved, labeled, and transported to the 

Pace Analytical laboratory under refrigerated conditions using chain-of-custody procedures. 

Analyses were performed using EPA or other recognized standard procedures. Data were reviewed prior to 

release, quality-control guidelines were generally met, and the data is considered usable. Specific 

information on standard operating procedures, detection limits, and quality-control measures is available 

upon request. 

F. Conclusions 

Based on the results ofthe Environmental Investigation, we conclude the following: 

• Fill soil was identified at depths ranging from 0 feet to 8 feet bgs at the Site. 

• ORO was detected in Soil Samples SB-1 (4'), SB-3 (4'), SB-5 (3') and the Stockpile sample at 

concentrations of 23 mg/kg, 4560 mg/kg, 24,100 mg/kg and 10,800 mg/kg, respectively. 

There is no established standard within the State of Wisconsin for ORO. 

• The results of the laboratory analysis indicated detections in soil samples SB-3 and SB-5 of 

the following PAH compounds above their respective D-C RCLs, 
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o Sample SB-3 (4') indicated detections of Benzo(a)pyrene 0.23 mg/kg and Chrysene of 

0.65 mg/kg. 

o Sample SB-5 (3') indicated detections of Benzo(a)pyrene 5.4 mg/kg, 

Benzo(b)fluoranthene 2.9 mg/kg and Chrysene 12.7 mg/kg. 

• No BETX compounds were detected in soil samples at concentrations greater than or equal 

to the laboratory method reporting limits, with the exception of Toluene. Toluene was 

detected in all of the soil samples, but was at concentrations that did not exceed the State of 

Wisconsin's Non-Industrial Not-to-Exceed D-C RCL and the GW RCL. 

• DRO was detected in groundwater samples from SB-1, SB-3 and SB-4 at concentrations of 

262 ug/1, 870 ug/1 and 299 ug/1, respectively. 

• No BETX was detected in any of the groundwater samples collected at concentrations greater 

than or equal to the laboratory method reporting limits. 

G. Recommendations 

In accordance with ch. 292 Wis. Stats. the detected soil impacts are reportable to the Wisconsin 

Department of Natural Resources. Spills can be reported online using WDNR.s form (/Notification for 

Hazardous Substance Discharge Non-Emergence Only" http://dnr.wi .gov/files/pdf/forms/4400/4400-

225.pdf . At the request of Graymont (WI) LLC. the observed seep was previously reported to WDNR. 

We are not aware of any correspondence or actions taken by WDNR related to the reported release. 

It appears likely that the excavated soil stockpile would be acceptable for disposal at a licensed landfill. 

We recommend obtaining proper approvals and manifests, and disposing of the soil at a licensed facility. 

H. Assessment Limitations 

The analyses and conclusions submitted in this report are based on our field observations and the results 

of laboratory chemical analyses of soil samples and groundwater samples collected from the soil borings 

completed for this project. 

In performing its services, Braun lntertec used that degree of care and skill ordinarily exercised under 

similar circumstances by reputable members of its profession currently practicing in the same locality. 

No warranty, express or implied, is made. 
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Table 3 
Summary of Soil Screening Results 

Graymont 
Superior, WI 

Project: 81507395 

Depth 
SB-1 SB-2 SB-3 SB-4 

(ft) 

0-2' ND ND ND ND 

2-4' ND ND ND ND 

4-6' ND ND 2.0 ND 

6-8' ND ND ND ND 

Note: 
Concentrations in parts per million (ppm) 
- = No sample recovery 
ND =Non Detected 

SB-5 
'" 

ND 

3.0 

ND 

ND 



Table 4 

Soil Analytical Results 

Graymont 

800 Hill Avenue Superior, WI 

B1S0739S 

Compound/Parameter 

Volatile Organic Compounds (mg/kg) 

Benzene 

Ethyl benzene 

To luene 

Xylene (Total) 

Semivolatile Organic Compounds (mg/kg) 

Acenaphthene 

Acenaphthylene 

Anthracene 

Benzo(a)anthracene 

Benzo(a)pyrene 

Ben zo( b )flu ora nthene 

Benzo(g, h,i)perylene 

Benzo( k)fluoranthene 

Chrysene 

Di benz(a,h)a nthracene 

Fluoranthene 

Fluorene 

lndeno(1,2,3-cd)pyrene 

Naphthalene 

Phenanthrene 

Pyrene 

Total Petroleum Hydrocarbons (mg/kg) 

WDRO C10-C28 

Metals (mg/kg) 

lead 

Notes: 

mg/kg ; Milligrams per kilogram. 

< ; Less than the reporting limit 

---- ;Not analyzed or calculated for this 

NE ; No Wisconsin Soil Standards have been 

Sample 

SB-4(4') 

8/20/15 1:50 

<0.025 

<0.062 

0.15 

<0.19 

<0.012 

<0 .012 

<0.012 

0.028 

0.031 

0.019 

0.020 

<0.012 

0.045 

<0.012 

0.026 

<0.012 

<0.012 

0.026 

0.057 

0.077 

<1 1.1 

---

Sample Sample 

SB-3 (4') SB-5 (3') 

8/20/15 12:40 8/20/15 3:05 

<0.023 <0.027 

<0.056 <0.066 

0.12 0.12 

<0.17 <0.20 

0.14 9.4 

0.057 <2 .6 

0.53 <2 .6 

0.41 6.0 

0.23 5.4 

0.12 2.9 

0.097 <2 .6 

<0.056 <2 .6 

0.65 12.7 

<0.056 <2 .6 

0.27 3.3 

0.41 11.2 

<0.056 <2 .6 

<0.056 <2 .6 

0.68 16.5 

1.7 12.6 

4560 24100 

--- ---

Sample Sample Sample 
Not to Exceed D 

SB-2 (3.5') SB-1 (4') STOCK PILE 
C RCL 2 

( mg/kg) 
8/20/15 11:15 8/20/15 10:00 8/20/15 3:30 

<0.024 <0.025 <0.021 7.41 

<0.060 <0.063 <0.054 37 

0.14 0.16 0.1 3 818 

<0.18 <0.19 <0.16 258 

<0.012 <0.012 ... 33,000 

<0 .012 <0.012 -·- NE 

<0.012 <0.012 ... 100,000 

<0.012 <0.012 ... NE 

<0.012 <0.012 --- 0.211 

<0.012 <0.012 --- 2.11 

<0.012 <0.012 --- NE 

<0.012 <0.012 ... 21 .1 

<0.012 <0.012 --- 211 

<0.012 <0.012 ... 0.211 

<0.012 <0.012 --- 22,000 

<0 .012 <0.012 ... 22 ,000 

<0.012 <0.012 -·- 2.11 

<0.012 <0.012 ·-- 26 

<0.012 <0.012 ... NE 

<0.012 <0.012 ... 16,500 

<11 .3 23 10800 NE 

--- --- 9.5 400 

'- Not-to-Exceed Direct - Contact (D-C) Redidual Contaminant Level (RCL) based on U.S. EPA reginal screening level web calculator (non industrial) 

'- Groundwater Pathway RCL based on the U.S. EPA regional screening level web calculator 

Exceeds D-C RCL
2 

and/or GW RCL
3 

GW RCL3 

(mg/kg) 

0.0051 

1.57 

1.1072 

3.94 

NE 

NE 

197.7273 

NE 

0.47 

0.4793 

NE 

NE 

0.1446 

NE 

88.878 

14.8027 

NE 

0.6582 

NE 

54.1322 

NE 

27 



Table 5 

Groundwater Analytical Results 

Graymont 

800 Hill Avenue Superior, WI 

81507395 

Compound/Parameter 

Volatile Organic Compounds (ug/L) 

Benzene 

Ethyl benzene 

Toluene 

Xylene (Total) 

Total Petroleum Hydrocarbons (ug/L) 

Diesel Range Organics 

Notes: 

ug/L =Micrograms per liter. 

< = Less than the reporting limit 

NE = Not Established 

.. 

Sample Sample 

58-4 58-3 

8/20/15 1:59 8/20/15 12:52 

<1 .0 <1 .0 

<1 .0 <1 .0 

<1 .0 <1 .0 

<3.0 <3.0 

299 870 

Sample Sample 

58-2 58-1 WI DNR 140 ES 

8/20/15 11:30 8/20/15 10:11 

I 
- ...._ 

<1.0 <1 .0 5 

<1.0 <1.0 700 

<1 .0 <1 .0 800 

<3.0 <3.0 2000 

_.; ... 
<116 262 NE 

WI DEPARTMENT OF NATURAL RESOURCES , REGISTER, N0.578, SUBCHAPTER II- GROUNDWATER QUALITY STANDARDS 
NR140.10 EFFECTIVE FEBRUARY, 2005 

NR 140 ES =Enforcement Standards 
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Braun Project 81507395 
Soil Investigation 

Iii Graymont 
.§ 800 Hill Avenue 
~ Superior, Wisconsin 

LOG OF BORING 

BORING: SB-01 
LOCATION: See attached sketch. 

~ " I ~ DRILLER: Range Environmental! METHOD: Geoprobe DATE: 8/20/15 SCALE: 
ro~----~------~--------~----------------------------~~----~----~~~~------------------4 

1" = 4' 

a Depth 
a feet Description of Materials BPF WL PID Tests or Notes 
'iii 0.0 
~~----~~~~~~~~~~~~~--~~~~----------------~---+~--~~~~------------------4 

Symbol (Soii-ASTM 02488 or 02487, Rock-USAGE EM1110-1-2908) ppm 

FILL 
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END OF BORING. 

Water observed at 4 feet while drill ing. 
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water level (WL) column 
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indicates the depth at 
which groundwater was 
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BORING: 

LOG OF BORING 

SB-02 Braun Project 81507395 
Soil Investigation LOCATION: See attached sketch. 

Iii Graymont 
.Q 800 Hill Avenue 
~ Superior, Wisconsin 
~ ,I 15 DRILLER: Range Environmental! METHOD: 
ro 

DATE: Geoprobe 8/20/15 1" =4' I SCALE: 

a Depth 
5 feet Description of Materials 

1~---0._0~S~y:m~bo•I~~~(~S_o_ii-~A~ST~M __ D~2-4B_B_o_r_D~24_8~7~, -R_oc_k_-u_s_A_C_E_E_M __ 11_1_D-_1_-2_9_0B~)----~--~--~~+---------------~ 
~\. _ _,o.....,.""'-'t3_::B~I_:_T...N' ~ \4 inches of bituminous surfacing. 
~ - FILL ~ g FILL: Poorly Graded Sand with Silt. 
.E ~8 
1l- ~ R 
~ ~ 
~- R 
~- R 
-~ ~ 

t)_ 

"' Q) 

i=- ~~ 
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Water observed at 3 1/2 feet while drilling . 
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BORING: 

LOG OF BORING 

SB-03 Braun Project 81507395 
Soil Investigation LOCATION: See attached sketch . 

-;;; Graymont 
a 800 Hill Avenue 
~ Superior,. Wisconsin 
~ ,I 
~ DRILLER: Range Environmental I METHOD: 
ro 

Geoprobe DATE: 8/20/15 I SCALE: 1"=4' 

o Depth 
_§ feet Description of Materials BPF WL PID Tests or Notes 
ro 0.0 Symbol (Soii-ASTM 02488 or 02487, Rock-USAGE EM111 0-1-2908) 
i~--~~F~IL~L~~~~~F~IL~L-:~P~o-o~ny~G~ra-d~e~d~S~a-n-d~w~i~th~S~i~lt-. --------------~----~--~--~~t---------------~ 
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Braun Project 81507395 
Soil Investigation 

u; Graymont 
.§ 800 Hill Avenue 
~ Superior, Wisconsin 
~ ,, 

15 DRILLER: Range Environmental! METHOD: 
ro 
'0 Depth 

Geoprobe 

g feet Description of Materials 

LOG OF BORING 

BORING: SB-04 
LOCATION: See attached sketch. 

DATE: 8/20/15 I SCALE: 1" =4' 

~ 0.0 Symbol (Soii-ASTM 02488 or 02487, Rock-USAGE EM1110-1-2908) 
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END OF BORING. 

Water observed at 4 feet while drilling . 
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Braun P1 ,ject 81507395 
Soil Investigation 
Graymont 
800 Hill Avenue 
Superior, Wisconsin 

DRILLER: Range Environmental! METHOD: Geoprobe 

o Depth 
feet Description of Materials 

LOG OF BORING 

BORING: SB-05 
LOCATION: See attached sketch. 

DATE: 8/20/15 I SCALE: 1" =4' 

Tests or Notes 
0.0 Symbol (Soii-ASTM 02488 or 02487, Rock-USAGE EM1 110-1-2908) 

BPF WL PID 
ppm 

n ~ BIT !lf\4 inches of bituminous surfacing._ 
S FILL: Poorly Graded Sand with Silt. 
~ (Limestone) 

SILTY CLAY, with rocks. 

END OF BORING. 

Braun Jntertec ~ ,, ,. , ~ .. u. 
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Appendix B 

Laboratory Reports 



~eAnatytica!' 
www.pacelabs.com 

September 02 , 2015 

Ted Hubbes 
Braun lntertec 
4511 W First St. 
#4 
Duluth, MN 55807 

RE: Project: Graymont Superior, WI 
Pace Project No.: 10319784 

Dear Ted Hubbes: 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Enclosed are the analytical results for sample(s) received by the laboratory on August 25, 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, 

Zach Wagner 
zach.wagner@pacelabs.com 
Project Coordinator 

Enclosures 

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 45 
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CERTIFICATIONS 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Minnesota Certification IDs 
1700 Elm Street SE Suite 200, Minneapolis, MN 55414 
A2LA Certification #: 2926.01 

Minnesota Certification#: 027-053-137 
Mississippi Certification#: Pace 
Montana Certification #: MT0092 
Nevada Certification #: MN 00064 
Nebraska Certification #: Pace 

Alaska Certification #: UST-078 
Alaska Certification #MN00064 
Alabama Certification #40770 
Arizona Certification#: AZ-0014 
Arkansas Certification #: 88-0680 
California Certification#: 01155CA 
Colorado Certification #Pace 
Connecticut Certification #: PH-0256 
EPA Region 8 Certification #: 8TMS-L 
Florida/NELAP Certification#: E87605 
Guam Certification #:14-008r 
Georgia Certification #: 959 
Georgia EPD #: Pace 
Idaho Certification #: MN00064 
Hawaii Certification #MN00064 
Illinois Certification#: 200011 
Indiana Certification#C-MN-01 
Iowa Certification #: 368 
Kansas Certification#: E-10167 
Kentucky Dept of Envi. Protection - OW #90062 
Kentucky Dept of Envi. Protection - WW #:90062 
Louisiana DEQ Certification #: 3086 
Louisiana DHH #: LA140001 
Maine Certification#: 2013011 
Maryland Certification #: 322 
Michigan DEPH Certification #: 9909 

New Jersey Certification #: MN-002 
New York Certification#: 11647 
North Carolina Certification #: 530 
North Carolina State Public Health #: 27700 
North Dakota Certification #: R-036 
Ohio EPA#: 4150 
Ohio VAP Certification #: CL 101 
Oklahoma Certification #: 9507 
Oregon Certification #: MN200001 
Oregon Certification #: MN300001 
Pennsylvania Certification #: 68-00563 
Puerto Rico Certification 
Saipan (CNMI) #:MP0003 
South Carolina #:74003001 
Texas Certification#: T104704192 
Tennessee Certification#: 02818 
Utah Certification#: MN000642013-4 
Virginia DGS Certification#: 251 
VirginiaNELAP Certification #: Pace 
Washington Certification #: C486 
West Virginia Certification #: 382 
West Virginia DHHR #:9952C 
Wi::con::in Certification#: 999407970 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except In full, 

w~hout the written consent of Pace Analytical SeJVices, Inc .. 

Pace Analytical Services, Inc. 
1700 Elm Street- Su~e 200 

Minneapolis, MN 55414 

(612)607-1700 
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~Analytical" 
f www.pacelabs.com 

I 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

LabiD Sample ID 

I 10319784001 56·4 

10319784002 SB-4 (4') 

10319784003 SB·3 

10319784004 SB-3 (4') 

10319784005 SB-5 (3') 

10319784006 SB-2 

10319784007 SB-2 (3.5') 

10319784008 SB-1 

10319784009 SB-1 (4') 

10319784010 STOCKPILE 

I 

SAMPLE SUMMARY 

Matrix Date Collected Date Received 

Water 08i20ii 5 Oi :59 08i25ii5 09:i0 

Solid 08/20/15 01:50 08/25/15 09:1 0 

Water 08/20/15 12:52 08/25/15 09:1 0 

Solid 08/20/15 12:40 08/25/15 09:1 0 

Solid 08/20/15 03:05 08/25/15 09:1 0 

Water 08/20/15 11:30 08/25/15 09:1 0 

Solid 08/20/15 11:15 08/25/15 09:10 

Water 08/20/15 10:11 08/25/15 09:10 

Solid 08/20/15 10:00 08/25/15 09:10 

Solid 08/20/15 03:30 08/25/15 09:10 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

I 
LabiD Sample ID 

10319784001 SB-4 

10319784002 SB-4 (4') 

10319784003 58·3 

I 10319784004 SB-3 (4') 

10319784005 SB-5 (3') 

I 
10319784006 SB-2 

10319784007 SB-2 (3.5') 

10319784008 58·1 

10319784009 SB-1 (4') 

10319784010 STOCKPILE 

SAMPLEANALYTE COUNT 

Method 

WI MOO ORO 

EPA8260B 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

WI MOO ORO 

EPA8260B 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

WI MOO ORO 

EPA8260B 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

WI MOO ORO 

EPA8260B 

WI MOO ORO 

ASTM 02974 

EPA 82700 by SIM 

EPA8260B 

WI MOO ORO 

EPA6010C 

ASTM 02974 

EPA8260B 

REPORT OF LABORATORY ANALYSIS 

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

Pace Analytical Services, Inc. 
1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 

Analytes 
Analysts Reported Laboratory 

JRH 2 PASI-M 

OJB 7 PASI-M 

JRH 2 PASI-M 

AH3 PASI-M 

AS1 19 PASI-M 

AMT 7 PASI-M 

JRH 2 PASI-M 

OJB 7 PASI-M 

JRH 2 PASI-M 

AH3 PASI-M 

AS1 19 PASI-M 

AMT 7 PASI-M 

JRH 2 PASI-M 

AH3 PASI-M 

AS1 19 PASI-M 

AiviT 7 PASi-ivi 

JRH 2 PASI-M 

OJB 7 PASI-M 

JRH 2 PASI-M 

AH3 PASI-M 

AS1 19 PASI-M 

AH2 7 PASI-M 

JRH 2 PASI-M 

OJB 7 PASI-M 

JRH 2 PASI-M 

AH3 PASI-M 

AS1 19 PASI-M 

AMT 7 PASI-M 

JRH 2 PASI-M 

801 PASI-M 

AH3 PASI-M 

AMT 7 PASI-M 

Page 4 of 45 
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t:ZeAna/yUca( 
I www.pacelabs.com 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

I 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: WIMODDRO 
Description: WIDRO GCS 
Client: 
Date: 

Braun-BLM 

September 02, 2015 

General Information: 

PROJECT NARRATIVE 

6 samples were analyzed for WI MOD ORO. 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. 

Sample Preparation: 
The samples were prepared in accordance with WI MOD ORO 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. 

QC Batch: OEXT/30569 

S4: Surrogate recovery not evaluated against control limits due to sample dilution. 

• SB-3 (4') (Lab ID: 10319784004) 
• n-Triacontane (S) 

• SB-5 (3') (Lab ID: 10319784005) 
• n-Triacontane (S) 

• STOCK PILE (Lab ID: 10319784010) 
• n-Triacontane (S) 

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: 

Analyte Comments: 

QC Batch: OEXT/30569 

T6: High boiling point hydrocarbons are present in the sample. 

• SB-1 (4') (Lab ID: 10319784009) 
• WDRO C10-C28 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 5 of45 
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PROJECT NARRATIVE 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: WI MOD ORO 
Description: WIORO GCS 
Client: Braun-BLM 
Date: September 02, 2015 

Analyte Comments: 

QC Batch: OEXT/30569 

T6: High boiling point hydrocarbons are present in the sample. 

• SB-3 (4') (Lab 10: 10319784004) 
• WORO C10-C28 

• SB-5 (3') (Lab 10: 10319784005) 
• WORO C10-C28 

• STOCK PILE (Lab 10: 10319784010) 
• WORO C10-C28 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 
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Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

Method: WIMODDRO 
Description: WIDRO GCS 
Client: Braun-BLM 
Date: September 02, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

4 samples were analyzed for WI MOD DRO. 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. 

P4: Sample field preservation does not meet EPA or method recommendations for this analysis. 
o SB-1 (Lab ID: 10319784008) 
o SB-2 (Lab ID: 10319784006) 
o SB-3 (Lab ID: 10319784003) 

o SB-4 (Lab ID: 10319784001) 

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

Sample Preparation: 
The samples were prepared in accordance with WI MOD DRO 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: 

Analyte Comments: 

QC Batch: OEXT/30558 

T6: High boiling point hydrocarbons are present in the sample. 

o SB-3 (Lab ID: 10319784003) 
o WDRO C10-C28 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 7 of45 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: EPA6010C 
Description: 6010C MET ICP 
Client: Braun-BLM 
Date: September 02, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

1 sample was analyzed for EPA 601 OC. 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. 

Sample Preparation: 
The samples were prepared in accordance with EPA 3050 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. 

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, Inc .. Page 8of45 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: EPA 8270D by SIM 
Description: 82700 MSSV PAH by SIM 
Client: Braun-BLM 
Date: September 02, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

5 samples were analyzed for EPA 82700 by SIM. 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. 

Sample Preparation: 
The samples were prepared in accordance with EPA 3550 with any exceptions noted below. 

QC Batch: OEXT/30583 

P3: Sample extract could not be concentrated to the routine final volume, resulting in elevated reporting limits. 

• SB-5 (3') (Lab 10: 10319784005) 

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. 

QC Batch: OEXT/30583 

S4: Surrogate recovery not evaluated against control limits due to sample dilution. 

• SB-5 (3') (Lab 10: 10319784005) 
• 2-Fiuorobiphenyl (S) 
• p-Terphenyl-d14 (S) 

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 (RPOs) were within acceptance criteria with any exceptions noted below. 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 9 of45 
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Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

Method: EPA 8270D by SIM 
Description: 82700 MSSV PAH by SIM 
Client: Braun-BLM 

Date: September 02, 2015 

QC Batch: OEXT/30583 

PROJECT NARRATIVE 

A matrix spike and/or matrix spike duplicate (MS/MSO) were performed on the following sample(s): 10319794002 

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

• MSO (Lab 10: 2063448) 
• Acenaphthene 
• Anthracene 
• Benzo(a)anthracene 
• Benzo(a)pyrene 
• Benzo(b)fluoranthene 
• Benzo(g,h,i)perylene 
• Benzo(k)fluoranthene 
• Chrysene 
• Oibenz(a,h)anthracene 
• Fluoranthene 
• Fluorene 
• lndeno(1 ,2,3-cd)pyrene 
• Naphthalene 
• Phenanthrene 
• Pyrene 

R1: RPO value was outside control limits. 

• MSO (Lab 10: 2063448) 
• Acenaphthene 
• Anthracene 
• Benzo(a)anthracene 
• Benzo(a)pyrene 
• Benzo(b)fluoranthene 
• Benzo(g,h,i)perylene 
• Benzo(k)fluoranthene 
• Chrysene 

• Oibenz(a,h)anthracene 
• Fluoranthene 
• Fluorene 
• lndeno(1 ,2,3-cd)pyrene 
• Naphthalene 
• Phenanthrene 
• Pyrene 

Additional Comments: 

Analyte Comments: 

QC Batch: OEXT/30583 

04: Sample was diluted due to the presence of high levels of target analytes. 

• SB-3 (4') (Lab 10: 10319784004) 
• 2-Fiuorobiphenyl (S) 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 
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PROJECT NARRATIVE 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: EPA 8270D by SIM 
Description: 82700 MSSV PAH by SIM 
Client: Braun-BLM 
Date: September 02, 2015 

Analyte Comments: 

QC Batch: OEXT/30583 

04: Sample was diluted due to the presence of high levels of target analytes. 

• SB-5 (3') (Lab 10: 10319784005) 
• 2-Fiuorobiphenyl (S) 

E: Analyte concentration exceeded the calibration range. The reported result is estimated. 

• MSO (Lab 10: 2063448) 
• Anthracene 
• Benzo(k)fluoranthene 
• Benzo(g,h,i)perylene 
• Benzo(a)anthracene 
• Benzo(b)fluoranthene 
• Benzo(a)pyrene 
• Chrysene 
• Fluoranthene 
• lndeno(1,2,3-cd)pyrene 
• Phenanthrene 
• Pyrene 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Method: EPA8260B 
Description: 82608 MSV UST 
Client: 8raun-8LM 
Date: September 02, 2015 

General Information: 

PROJECT NARRATIVE 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

10 samples were analyzed for EPA 82608. 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. 

Sample Preparation: 
The samples were prepared in accordance with EPA 5035/50308 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 (RPOs) were within acceptance criteria with any exceptions noted below. 

Additional Comments: 

Analyte Comments: 

QC Batch: MSV/32969 

1M: The sample contaimers provided did not have a tare weight for the methanol and sample container. The lab is assuming 10 mLs 
of methanol and 10 grams of sample. The results should be considered an estimation. 

• S8-1 (4') (Lab 10: 10319784009) 
• 1,2-0ichloroethane-d4 (S) 

• S8-2 (3.5') (Lab 10: 10319784007) 
• 1 ,2-0ichloroethane-d4 (S) 

• S8-3 (4') (Lab 10: 10319784004) 
• 1 ,2-0ichloroethane-d4 (S) 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

without the written consent of Pace Analytical Services, Inc .. Page 12 of 45 
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Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607 -1700 

I 

Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

Method: EPA8260B 
Description: 82608 MSV UST 
Client: Braun-BLM 
Date: September 02, 2015 

Analyte Comments: 

QC Batch: MSV/32969 

PROJECT NARRATIVE 

1M: The sample containers provided did not have a tare weight for the methanol and sample container. The lab is assuming 10 mLs 
of methanol and 10 grams of sample. The results should be considered an estimation. 

• SB-4 (4') (Lab ID: 10319784002) 
• 1 ,2-Dichloroethane-d4 (S) 

• SB-5 (3') (Lab ID: 10319784005) 
• 1 ,2-Dichloroethane-d4 (S) 

• STOCK PILE (Lab ID: 10319784010) 
• 1 ,2-Dichloroethane-d4 (S) 

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

la/;r:J &~Lie 
Melanie Ollila 
Quality Assurance Officer 

REPORT OF LABORATORY ANALYSIS 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: SB-4 Lab 10: 10319784001 Collected: 08/20/15 01:59 Received: 08/25/15 09:10 Matrix: Water 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit OF Prepared 

Analytical Method: WI MOD ORO Preparation Method: WI MOD ORO 

299 ug/L 113 08/27/15 08:39 

92 %. 50-150 08/27/15 08:39 

Analytical Method: EPA 82608 

NO ug/L 1.0 
NO ug/L 1.0 
NO ug/L 1.0 
ND ug/L 3.0 

103 %. 75-125 
98 %. 75-125 

101 %. 75-125 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/15 15:07 

08/28/15 15:07 638-68-6 P4 

08/27/15 19:49 71-43-2 
08/27/15 19:49 100-41-4 
08/27/15 19:49 108-88-3 
08/27/15 19:49 1330-20-7 

08/27/15 19:49 17060-07-0 
08/27/15 19:49 2037-26-5 
08/27/15 19:49 460-00-4 
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Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: SB-4 (4') Lab ID: 10319784002 Collected: 08/20/15 01:50 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters Results Units Report Limit DF Prepared Analyzed 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 
Acenaphthylene 
Anthracene 
Benzo(a)anthracene 
Benzo(a)pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz( a,h )anthracene 
Fluoranthene 
Fluorene 
lndeno(1 ,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

82608 MSV UST 

Benzene 
Ethyl benzene 
Toluene 
Xylene (Total) 
Surrogates 
1 ,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

ND mg/kg 11.1 08/27/15 12:32 

72 %. 50-150 08/27/15 12:32 

Analytical Method: ASTM D2974 

19.0 % 0.10 

Analytical Method: EPA 8270D by SIM Preparation Method: EPA 3550 

ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

0.028 mg/kg 0.012 08/28/15 09:36 
0.031 mg/kg 0.012 08/28/15 09:36 
0.019 mg/kg 0.012 08/28/15 09:36 

0.020 mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

0.045 mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 

0.026 mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

0.026 mg/kg 0.012 08/28/15 09:36 
0.057 mg/kg 0.012 08/28/15 09:36 
0.077 mg/kg 0.012 08/28/15 09:36 

0.037 mg/kg 0.012 08/28/15 09:36 

74 %. 55-125 08/28/15 09:36 
79 %. 30-150 08/28/15 09:36 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.025 08/30/15 11:56 
ND mg/kg 0.062 08/30/15 11 :56 

0.15 mg/kg 0.062 08/30/15 11 :56 

ND mg/kg 0.19 08/30/15 11:56 

124 %. 55-150 08/30/15 11:56 
103 %. 61-125 08/30/15 11:56 
105 %. 54-131 08/30/15 11:56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

08/28/15 10:25 

08/28/15 10:25 

08/31/15 19:15 

08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 
08/30/15 18:49 

08/30/15 18:49 
08/30/15 18:49 

08/30/15 20:47 
08/30/15 20:47 
08/30/15 20:47 
08/30/15 20:47 

08/30/15 20:47 
08/30/15 20:47 
08/30/15 20:47 

CAS No. Qual 

638-68-6 

83-32-9 
208-96-8 
120-12-7 
56-55-3 
50-32-8 
205-99-2 
191-24-2 
207-08-9 
218-01-9 
53-70-3 
206-44-0 
86-73-7 
193-39-5 
91-20-3 
85-01-8 
129-00-0 

321-60-8 
1718-51-0 

71-43-2 
100-41-4 
108-88-3 
1330-20-7 

17060-07-0 1M 
2037-26-5 
460-00-4 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: SB-3 Lab ID: 10319784003 Collected: 08/20/15 12:52 Received: 08/25/15 09:10 Matrix: Water 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

82608 MSV UST 

Benzene 
Ethyl benzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

870 ug/L 114 08/27/15 08:39 

104 %. 50-150 08/27/15 08:39 

Analytical Method: EPA 82608 

ND ug/L 1.0 
ND ug/L 1.0 
ND ug/L 1.0 
ND ug/L 3.0 

102 %. 75-125 
97 %. 75-125 

102 %. 75-125 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/1511:19 T6 

08/28/1511:19 638-68-6 P4 

08/27/15 20:06 71-43-2 
08/27/15 20:06 100-41-4 
08/27/15 20:06 108-88-3 
08/27/15 20:06 1330-20-7 

08/27/15 20:06 17060-07-0 
08/27/15 20:06 2037-26-5 
08/27/15 20:06 460-00-4 
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ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Sample: SB-3 (4') LabiD: 10319784004 Collected: 08/20/15 12:40 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 

Acenaphthylene 
Anthracene 
Benzo(a )anthracene 
Benzo(a )pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz(a,h)anthracene 
Fluoranthene 
Fluorene 
lndeno( 1,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

82608 MSV UST 

Benzene 
Ethyl benzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD ORO Preparation Method: WI MOD ORO 

4560 mg/kg 523 50 08/27/15 12:32 

0 %. 50-150 50 08/27/15 12:32 

Analytical Method: ASTM 02974 

11.2 % 0.10 

Analytical Method: EPA 82700 by SIM Preparation Method: EPA 3550 

0.14 mg/kg 0.056 5 08/28/15 09:36 

0.057 mg/kg 0.056 5 08/28/15 09:36 

0.53 mg/kg 0.056 5 08/28/15 09:36 

0.41 mg/kg 0.056 5 08/28/15 09:36 
0.23 mg/kg 0.056 5 08/28/15 09:36 

0.12 mg/kg 0.056 5 08/28/15 09:36 

0.097 mg/kg 0.056 5 08/28/15 09:36 
ND mg/kg 0.056 5 08/28/15 09:36 

0.65 mg/kg 0.056 5 08/28/15 09:36 

ND mg/kg 0.056 5 08/28/15 09:36 

0.27 mg/kg 0.056 5 08/28/15 09:36 
0.41 mg/kg 0.056 5 08/28/15 09:36 

ND mg/kg 0.056 5 08/28/15 09:36 

ND mg/kg 0.056 5 08/28/15 09:36 
0.68 mg/kg 0.056 5 08/28/15 09:36 

1.7 mg/kg 0.056 5 08/28/15 09:36 

0.29 mg/kg 0.056 5 08/28/15 09:36 

84 %. 55-125 5 08/28/15 09:36 

88 %. 30-150 5 08/28/15 09:36 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.023 08/30/15 11:56 
ND mg/kg 0.056 08/30/15 11 :56 

0.12 mg/kg 0.056 08/30/15 11 :56 

ND mg/kg 0.17 08/30/15 11:56 

109 %. 55-150 08/30/15 11:56 
99 %. 61-125 08/30/15 11:56 

105 %. 54-131 08/30/15 11:56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/15 13:00 T6 

08/28/15 13:00 638-68-6 S4 

08/31/15 19:17 

08/30/15 19:54 83-32-9 

08/30/15 19:54 208-96-8 
08/30/15 19:54 120-12-7 
08/30/15 19:54 56-55-3 
08/30/15 19:54 50-32-8 
08/30/15 19:54 205-99-2 

08/30/15 19:54 1.91-24-2 
08/30/15 19:54 207-08-9 
08/30/15 19:54 218-01-9 
08/30/15 19:54 53-70-3 
08/30/15 19:54 206-44-0 
08/30/15 19:54 86-73-7 
08/30/15 19:54 193-39-5 
08/30/15 19:54 91-20-3 
08/30/15 19:54 85-01-8 
08/30/15 19:54 129-00-0 
08/30/15 19:54 

08/30/15 19:54 321-60-8 04 
08/30/15 19:54 1718-51-0 

08/31/15 00:30 71-43-2 
08/31/15 00:30 100-41-4 
08/31/15 00:30 108-88-3 
08/31/15 00:30 1330-20-7 

08/31/15 00:30 17060-07-0 1M 
08/31/15 00:30 2037-26-5 
08/31/15 00:30 460-00-4 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: SB-5 (3') Lab ID: 10319784005 Collected: 08/20/15 03:05 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters Results Units Report Limit DF Prepared Analyzed 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 
Acenaphthylene 
Anthracene 
Benzo(a)anthracene 
Benzo(a)pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz( a,h )anthracene 
Fluoranthene 
Fluorene 
lndeno( 1 ,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 

p-Terphenyl-d14 (S) 

82608 MSV UST 

Benzene 
Ethyl benzene 
Toluene 
Xylene (Total) 
Surrogates 
1 ,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

24100 mg/kg 1220 10 08/27/15 12:32 

0 %. 50-150 10 08/27/15 12:32 

Analytical Method: ASTM D2974 

24.7 % 0.10 

Analytical Method: EPA 8270D by SIM Preparation Method: EPA 3550 

9.4 mg/kg 2.6 20 08/28/15 09:36 

ND mg/kg 2.6 20 08/28/15 09:36 
ND mg/kg 2.6 20 08/28/15 09:36 
6.0 mg/kg 2.6 20 08/28/15 09:36 
5.4 mg/kg 2.6 20 08/28/15 09:36 
2.9 mg/kg 2.6 20 08/28/15 09:36 
ND mg/kg 2.6 20 08/28/15 09:36 
ND mg/kg 2.6 20 08/28/15 09:36 

12.7 mg/kg 2.6 20 08/28/15 09:36 

ND mg/kg 2.6 20 08/28/15 09:36 
3.3 mg/kg 2.6 20 08/28/15 09:36 

11.2 mg/kg 2.6 20 08/28/15 09:36 
ND mg/kg 2.6 20 08/28/15 09:36 
ND mg/kg 2.6 20 08/28/15 09:36 

16.5 mg/kg 2.6 20 08/28/15 09:36 

12.6 mg/kg 2.6 20 08/28/15 09:36 
6.4 mg/kg 2.6 20 08/28/15 09:36 

0 %. 55-125 20 08/28/15 09:36 

0 %. 30-150 20 08/28/15 09:36 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.027 08/30/15 11:56 
ND mg/kg 0.066 08/30/15 11:56 

0.12 mg/kg 0.066 08/30/15 11 :56 
ND mg/kg 0.20 08/30/15 11:56 

108 %. 55-150 08/30/15 11:56 
101 %. 61-125 08/30/15 11:56 
102 %. 54-131 08/30/15 11 :56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

08/28/15 09:54 

08/28/15 09:54 

08/31/15 19:18 

08/30/15 20:15 
08/30/15 20: 15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20: 15 
08/30/15 20: 15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 
08/30/15 20:15 

08/30/15 20:15 

08/30/15 20:15 

08/31/15 00:48 
08/31/15 00:48 
08/31/15 00:48 
08/31/15 00:48 

08/31/15 00:48 
08/31/15 00:48 
08/31/15 00:48 

CAS No. Qual 

T6 

638-68-6 S4 

83-32-9 
208-96-8 
120-12-7 
56-55-3 
50-32-8 
205-99-2 
191-24-2 
207-08-9 
218-01-9 
53-70-3 
206-44-0 
86-73-7 
193-39-5 
91-20-3 
85-01-8 
129-00-0 

321-60-8 D4,P3, 
S4 

1718-51-0 S4 

71-43-2 
100-41-4 
108-88-3 
1330-20-7 

17060-07-0 1M 
2037-26-5 
460-00-4 

Page 18 of 45 



ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street -Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Sample: SB-2 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1 ,2-Dichloroethane-d4 (S) 
Toluene-d8 (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Lab ID: 10319784006 Collected: 08/20/15 11:30 Received: 08/25/15 09:10 Matrix: Water 

Results Units Report Limit OF Prepared 

Analytical Method: WI MOD ORO Preparation Method: WI MOD ORO 

NO ug/L 116 08/27/15 08:39 

81 %. 50-150 08/27/15 08:39 

Analytical Method: EPA 82608 

NO ug/L 1.0 
NO ug/L 1.0 
NO ug/L 1.0 
NO ug/L 3.0 

102 %. 75-125 
97 %. 75-125 

101 %. 75-125 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/15 12:27 

08/28/15 12:27 638-68-6 P4 

08/27/15 20:22 71-43-2 
08/27/15 20:22 100-41-4 
08/27/15 20:22 108-88-3 
08/27/15 20:22 1330-20-7 

08/27/15 20:22 17060-07-0 
08/27/15 20:22 2037-26-5 
08/27/15 20:22 460-00-4 
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Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: SB-2 (3.5') Lab ID: 10319784007 Collected: 08/20/15 11:15 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 
Acenaphthylene 
Anthracene 
Benzo(a )anthracene 
Benzo( a )pyrene 
Benzo(b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz(a,h)anthracene 
Fluoranthene 
Fluorene 
lndeno(1,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

82606 MSV UST 

Benzene 
Ethyl benzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 

4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

ND mg/kg 11.3 08/27/15 12:32 

84 %. 50-150 08/27/15 12:32 

Analytical Method: ASTM D2974 

16.6 % 0.10 

Analytical Method: EPA 8270D by SIM Preparation Method: EPA 3550 

ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

66 %. 55-125 08/28/15 09:36 
73 %. 30-150 08/28/15 09:36 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.024 08/30/15 11 :56 
ND mg/kg 0.060 08/30/15 11:56 

0.14 mg/kg 0.060 08/30/15 11:56 

ND mg/kg 0.18 08/30/15 11:56 

94 %. 55-150 08/30/15 11:56 
101 %. 61-125 08/30/15 11 :56 

106 %. 54-131 08/30/15 11:56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed 

08/28/15 10:48 

08/28/15 10:48 

08/31/15 19:20 

08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 
08/30/15 15:58 

08/30/15 15:58 
08/30/15 15:58 

08/31/15 18:55 
08/31/15 18:55 
08/31/15 18:55 
08/31/15 18:55 

08/31/15 18:55 
08/31/15 18:55 

08/31/15 18:55 

CAS No. Qual 

638-68-6 

83-32-9 
208-96-8 
120-12-7 
56-55-3 
50-32-8 
205-99-2 
191-24-2 
207-08-9 
218-01-9 
53-70-3 
206-44-0 
86-73-7 
193-39-5 
91-20-3 
85-01-8 
129-00-0 

321-60-8 
1718-51-0 

71-43-2 
100-41-4 
108-88-3 
1330-20-7 

17060-07-0 1M 
2037-26-5 

460-00-4 
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Project: 

Pace Project No.: 

Graymont Superior, WI 

10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: S8-1 Lab ID: 10319784008 Collected: 08/20/15 10:11 Received: 08/25/15 09:10 Matrix: Water 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO 

262 ug/L 129 08/27/15 08:39 

84 %. 50-150 08/27/15 08:39 

Analytical Method: EPA 82608 

ND ug/L 1.0 
ND ug/L 1.0 
ND ug/L 1.0 
ND ug/L 3.0 

102 %. 75-125 
98 %. 75-125 

101 %. 75-125 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/15 12:34 

08/28/15 12:34 638-68-6 P4 

08/27/15 20:38 71-43-2 
08/27/15 20:38 100-41-4 
08/27/15 20:38 108-88-3 
08/27/15 20:38 1330-20-7 

08/27/15 20:38 17060-07-0 
08/27/15 20:38 2037-26-5 
08/27/15 20:38 460-00-4 
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ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

Sample: SB-1 (4') Lab 10: 10319784009 Collected: 08/20/15 10:00 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters Results Units Report Limit DF Prepared Analyzed 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

Dry Weight 

Percent Moisture 

82700 MSSV PAH by SIM 

Acenaphthene 
Acenaphthylene 
Anthracene 
Benzo(a)anthracene 
Benzo(a)pyrene 
Benzo{b )fluoranthene 
Benzo(g,h,i)perylene 
Benzo(k)fluoranthene 
Chrysene 
Dibenz( a,h)anthracene 
Fluoranthene 
Fluorene 
lndeno(1 ,2,3-cd)pyrene 
Naphthalene 
Phenanthrene 
Pyrene 
Total BaP Eq. MN 2006sh. ND=O 
Surrogates 
2-Fiuorobiphenyl (S) 
p-Terphenyl-d14 (S) 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Analytical Method: WI MOD ORO Preparation Method: WI MOD ORO 

23.0 mg/kg 9.7 08/27/15 12:32 

78 %. 50-150 08/27/15 12:32 

Analytical Method: ASTM 02974 

20.1 % 0.10 

Analytical Method: EPA 82700 by SIM Preparation Method: EPA 3550 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 
ND mg/kg 0.012 08/28/15 09:36 

66 %. 55-125 08/28/15 09:36 
67 %. 30-150 08/28/15 09:36 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.025 08/30/15 11 :56 
ND mg/kg 0.063 08/30/15 11:56 

0.16 mg/kg 0.063 08/30/15 11:56 
NO mg/kg 0.19 08/30/15 11:56 

107 %. 55-150 08/30/15 11:56 
101 %. 61-125 08/30/1511:56 
105 %. 54-131 08/30/15 11:56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

08/28/15 10:32 

08/28/15 10:32 

08/31/15 19:21 

08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08i30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 
08/30/15 16:19 

08/30/15 16:19 
08/30/15 16:19 

08/30/15 23:53 
08/30/15 23:53 
08/30/15 23:53 
08/30/15 23:53 

08/30/15 23:53 
08/30/15 23:53 
08/30/15 23:53 

CAS No. Qual 

T6 

638-68-6 

83-32-9 
208-96-8 
120-12-7 
56-55-3 
50-32-8 
205-99-2 
191-24-2 
207-08-9 
218-01-9 
53-70-3 
206-44-0 
86-73-7 
193-39-5 
91-20-3 
85-01-8 
129-00-0 

321-60-8 
1718-51-0 

71-43-2 
100-41-4 
108-88-3 
1330-20-7 

17060-07-0 1M 
2037-26-5 
460-00-4 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

ANALYTICAL RESULTS 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Sample: STOCK PILE Lab ID: 10319784010 Collected: 08/20/15 03:30 Received: 08/25/15 09:10 Matrix: Solid 

Results reported on a "dry weight" basis and are adjusted for percent moisture, sample size and any dilutions. 

Parameters 

WIDROGCS 

WDRO C10-C28 
Surrogates 
n-Triacontane (S) 

6010C MET ICP 

Lead 

Dry Weight 

Percent Moisture 

82608 MSV UST 

Benzene 
Ethylbenzene 
Toluene 
Xylene (Total) 
Surrogates 
1,2-Dichloroethane-d4 (S) 
Toluene-dB (S) 
4-Bromofluorobenzene (S) 

Date: 09/02/2015 12:57 PM 

Results Units Report Limit DF Prepared 

Analytical Method: WI MOD ORO Preparation Method: WI MOD ORO 

10800 mg/kg 915 10 08/27/15 12:32 

0 %. 50-150 10 08/27/15 12:32 

Analytical Method: EPA 601 OC Preparation Method: EPA 3050 

9.5 mg/kg 0.50 08/30/15 16:52 

Analytical Method: ASTM 02974 

6.7 % 0.10 

Analytical Method: EPA 82608 Preparation Method: EPA 5035/50308 

ND mg/kg 0.021 08/30/15 11:56 
ND mg/kg 0.054 08/30/15 11:56 

0.13 mg/kg 0.054 08/30/15 11 :56 
ND mg/kg 0.16 08/30/15 11:56 

112 %. 55-150 08/30/15 11:56 
101 %. 61-125 08/30/15 11:56 
100 %. 54-131 08/30/15 11:56 

REPORT OF LABORATORY ANALYSIS 

This report shall not be reproduced, except in full, 

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

Analyzed CAS No. Qual 

08/28/15 10:02 T6 

08/28/15 10:02 638-68-6 S4 

08/31/15 01:12 7439-92-1 

08/31/15 19:22 

08/31/15 00:12 71-43-2 
08/31/15 00:12 100-41-4 
08/31/15 00:12 108-88-3 
08/31/15 00:12 1330-20-7 

08/31/15 00:12 17060-07-0 1M 
08/31/15 00:12 2037-26-5 
08/31/15 00:12 460-00-4 
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Project: Graymont Superior, WI 

Pace Project No.: 10319784 

QC Batch: MPRP/57277 

QC Batch Method: EPA 3050 

Associated Lab Samples: 10319784010 

METHOD BLANK: 2061730 

Associated Lab Samples: 10319784010 

Parameter Units 

Lead mg/kg 

LABORATORY CONTROL SAMPLE: 2061731 

QUALITY CONTROL DATA 

Analysis Method: 

Analysis Description: 

Matrix: Solid 

Blank 
Result 

Reporting 
Limit 

EPA6010C 

6010C Solids 

Analyzed 

ND 0.46 08/31/15 00:25 

Qualifiers 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 
(612)607-1700 

Parameter Units 
Spike 
Cone. 

LCS 
Result 

LCS 
%Rec 

%Rec 
Limits Qualifiers 

Lead mg/kg 49 46.9 96 80-120 

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 2061732 2061733 
MS MSD 

10319553001 Spike Spike MS MSD MS MSD %Rec Max 
Parameter Units Result Cone. Cone. Result Result %Rec %Rec Limits RPD RPD Qual 

----------
Lead mg/kg 5.2 54.9 57.5 46.7 49.6 75 77 75-125 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: 09/02/2015 12:57 PM 
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QUALITY CONTROL DATA 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

QC Batch: MPRP/57391 Analysis Method: ASTM D2974 

QC Batch Method: ASTM D2974 Analysis Description: Dry Weight/Percent Moisture 

Associated Lab Samples: 10319784002, 10319784004, 10319784005, 10319784007, 10319784009, 10319784010 

SAMPLE DUPLICATE: 2065435 

Parameter 

Percent Moisture 

SAMPLE DUPLICATE: 2065436 

Parameter 

Percent Moisture 

Units 

% 

Units 

% 

10319595005 
Result 

3.4 

10320162012 
Result 

21.3 

Dup 
Result 

Dup 
Result 

3.4 

18.2 

RPD 

RPD 

2 

16 

Max 
RPD 

Max 
RPD 

30 

30 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Qualifiers 

Qualifiers 

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: 09/02/2015 12:57 PM 
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I 

QUALITY CONTROL DATA 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

QC Batch: MSV/32969 Analysis Method: EPAB260B 

QC Batch Method: EPA 5035/5030B Analysis Description: B260B MSV UST 

Associated Lab Samples: 103197B4002, 103197B4004, 103197B4005, 103197B4007, 103197B4009, 103197B4010 

METHOD BLANK: 2063502 Matrix: Solid 

Associated Lab Samples: 103197B4002, 103197B4004, 103197B4005, 103197B4007, 103197B4009, 103197B4010 

Blank Reporting 
Parameter Units Result Limit Analyzed Qualifiers 

Benzene mg/kg ND 0.020 OB/30/15 16:26 
Ethylbenzene mg/kg ND 0.050 OB/30/15 16:26 
Toluene mg/kg NO 0.050 OB/30/15 16:26 
Xylene (Total) mg/kg ND 0.15 OB/30/15 16:26 
1,2-Dichloroethane-d4 (S) %. 119 55-150 OB/30/15 16:26 
4-Bromofluorobenzene (S) %. 103 54-131 OB/30/15 16:26 
Toluene-dB (S) %. 104 61-125 OB/30/15 16:26 

LABORATORY CONTROL SAMPLE & LCSD: 2063503 2064419 
Spike LCS LCSD LCS LCSD %Rec 

Parameter Units Cone. Result Result %Rec %Rec Limits RPD 
----

Benzene mg/kg 1.0 1.0 103 103 69-125 
Ethylbenzene mg/kg 1.1 1.1 107 109 72-125 
Toluene mg/kg 1.1 1.1 10B 10B 72-125 
Xylene (Total) mg/kg 3 3.2 3.2 10B 107 74-125 
1,2-Dichloroethane-d4 (S) %. 97 94 55-150 
4-Bromofluorobenzene (S) %. 99 109 54-131 
Toluene-dB (S) %. 104 102 61-125 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Max 
RPD Qualifiers 

0 20 
2 20 
0 20 

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: 09/02/2015 12:57 PM 
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QUALITY CONTROL DATA 

Project: Graymont Superior, WI 

Pace Project No.: 103197B4 

QC Batch: MSV/32953 Analysis Method: EPAB260B 

QC Batch Method: EPAB260B Analysis Description: B260B MSV UST-WATER 

Associated Lab Samples: 103197B4001, 103197B4003, 10319784006, 103197B400B 

METHOD BLANK: 2062223 Matrix: Water 

Associated Lab Samples: 103197B4001, 103197B4003, 10319784006, 103197B400B 

Blank Reporting 
Parameter Units Result Limit Analyzed Qualifiers 

Benzene ug/L ND 1.0 OB/27/15 14:21 

Ethylbenzene ug/L ND 1.0 OB/27/15 14:21 
Toluene ug/L ND 1.0 OB/27/15 14:21 
Xylene (Total) ug/L ND 3.0 OB/27/15 14:21 
1 ,2-Dichloroethane-d4 (S) %. 100 75-125 OB/27/15 14:21 
4-Bromofluorobenzene (S) %. 101 75-125 OB/27/15 14:21 
Toluene-dB (S) %. 9B 75-125 08/27/15 14:21 

LABORATORY CONTROL SAMPLE: 2062224 
Spike LCS LCS %Rec 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Parameter Units Cone. Result %Rec Limits Qualifiers 

Benzene ug/L 20 17.2 86 71-125 
Ethylbenzene ug/L 20 17.7 89 75-125 

Toluene ug/L 20 17.6 BB 74-125 

Xylene (Total} ug/L 60 54.1 90 75-125 

1 ,2-Dichloroethane-d4 (S) %. 102 75-125 
4-Bromofluorobenzene (S) %. 100 75-125 
Toluene-dB (S) %. 99 75-125 

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 2062474 2062475 

MS MSD 
103195B1009 Spike Spike MS MSD MS MSD %Rec Max 

Parameter Units Result Cone. Cone. Result Result %Rec %Rec Limits RPD RPD Qual 
----------

Benzene ug/L 469 1000 1000 1620 1590 115 112 53-139 2 30 
Ethylbenzene ug/L 2580 1000 1000 3720 3620 114 104 55-139 3 30 
Toluene ug/L 2450 1000 1000 3610 3500 116 106 52-14B 3 30 
Xylene (Total} ug/L B740 3000 3000 12200 12000 114 108 54-144 2 30 
1 ,2-Dichloroethane-d4 (S) %. 104 104 75-125 

4-Bromofluorobenzene (S) %. 101 101 75-125 

Toluene-dB (S) %. 99 99 75-125 

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: 09/02/2015 12:57 PM 
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Project: 

Pace Project No.: 

QC Batch: 

Graymont Superior, WI 

10319784 

OEXT/30583 

QUALITY CONTROL DATA 

Analysis Method: EPA 8270D by SIM 

QC Batch Method: EPA 3550 Analysis Description: 8270D Solid PAH by SIM MSSV 

Associated Lab Samples: 10319784002, 10319784004, 10319784005, 10319784007, 10319784009 

METHOD BLANK: 2063445 Matrix: Solid 

Associated Lab Samples: 10319784002, 10319784004, 10319784005, 10319784007, 10319784009 

Blank Reporting 

Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Parameter Units Result Limit Analyzed Qualifiers 

Acenaphthene mg/kg ND 0.010 08/30/1511:19 
Acenaphthylene mg/kg ND 0.010 08/30/1511:19 
Anthracene mg/kg ND 0.010 08/30/1511:19 
Benzo(a)anthracene mg/kg ND 0.010 08/30/15 11:19 

Benzo(a)pyrene mg/kg ND 0.010 08/30/15 11:19 
Benzo(b )fluoranthene mg/kg ND 0.010 08/30/15 11:19 
Benzo(g,h,i)perylene mg/kg ND 0.010 08/30/15 11:19 
Benzo(k)fluoranthene mg/kg ND 0.010 08/30/15 11:19 
Ctirysene mg/kg ND 0.010 08/30/15 11:19 
Dibenz(a,h)anthracene mg/kg ND 0.010 08/30/15 11:19 
Fluoranthene mg/kg ND 0.010 08/30/15 11:19 
Fluorene mg/kg ND 0.010 08/30/15 11:19 
lndeno(1,2,3-cd)pyrene mg/kg ND 0.010 08/30/15 11:19 
Naphthalene mg/kg ND 0.010 08/30/15 11:19 
Phenanthrene mg/kg ND 0.010 08/30/15 11:19 
Pyrene mg/kg ND 0.010 08/30/15 11:19 
2-Fiuorobiphenyl (S) %. 80 55-125 08/30/15 11:19 
p-Terphenyl-d14 (S) %. 86 30-150 08/30/1511:19 

LABORATORY CONTROL SAMPLE: 2063446 
Spike LCS LCS %Rec 

Parameter Units Cone. Result %Rec Limits Qualifiers 

Acenaphthene mg/kg .033 0.025 75 53-125 
Acenaphthylene mg/kg .033 0.027 80 53-125 
Anthracene mg/kg .033 0.030 90 61-125 

Benzo(a)anthracene mg/kg .033 0.031 93 62-125 
Benzo(a)pyrene mg/kg .033 0.032 95 64-125 
Benzo(b )fluoranthene mg/kg .033 0.033 99 66-125 
Benzo(g, h,i)perylene mg/kg .033 0.031 92 59-125 
Benzo(k)fluoranthene mg/kg .033 0.031 93 61-125 

Chrysene mg/kg .033 0.029 88 63-125 
Dibenz(a,h )anthracene mg/kg .033 0.029 87 59-125 
Fluoranthene mg/kg .033 0.031 93 64-125 
Fluorene mg/kg .033 0.028 83 57-125 
lndeno(1,2,3-cd)pyrene mg/kg .033 0.029 87 58-125 

Naphthalene mg/kg .033 0.024 73 52-125 
Phenanthrene mg/kg .033 0.026 77 60-125 
Pyrene mg/kg .033 0.032 95 63-125 
2-Fiuorobiphenyl (S) %. 79 55-125 
p-Terphenyl-d14 (S) %. 90 30-150 

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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12~~· 
Pace Analytical Services, Inc. 

1700 Elm Street - Suite 200 

Minneapolis, MN 55414 

(612)607-1700 
I 
! 

QUALITY CONTROL DATA 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 2063447 2063448 
MS MSD 

10319794002 Spike Spike MS MSD MS MSD %Rec Max 
Parameter Units Result Cone. Cone. Result Result %Rec %Rec Limits RPD RPD Qual 

-------
Acenaphthene mg/kg ND .038 .038 0.039 0.34 89 889 39-125 159 30 M1,R1 
Acenaphthylene mg/kg ND .038 .038 0.034 0.038 89 100 30-150 12 30 
Anthracene mg/kg 0.016 .038 .038 0.061 0.59 118 1520 30-150 163 30 E,M1, 

R1 
Benzo(a )anthracene mg/kg 0.056 .038 .038 0.093 1.1 95 2760 30-150 169 30 E,M1, 

R1 
Benzo(a)pyrene mg/kg 0.059 .038 .038 0.094 0.89 91 2200 30-150 162 30 E,M1, 

R1 
Benzo(b )fluoranthene mg/kg 0.077 .038 .038 0.097 1.1 52 2680 30-150 167 30 E,M1, 

R1 
Benzo(g,h,i)perylene mg/kg 0.044 .038 .038 0.074 0.48 78 1150 30-150 146 30 E,M1, 

R1 
Benzo(k)fluoranthene mg/kg 0.027 .038 .038 0.070 0.56 113 1400 30-150 156 30 E,M1, 

R1 
Chrysene mg/kg 0.064 .038 .038 0.10 1.1 97 2750 30-150 167 30 E,M1, 

R1 
Dibenz(a,h)anthracene mg/kg 0.011 .038 .038 0.042 0.22 82 548 30-150 135 30 M1,R1 
Fluoranthene mg/kg 0.10 .038 .038 0.14 1.9 97 4720 30-150 173 30 E,M1, 

R1 
Fluorene mg/kg ND .038 .038 0.043 0.34 96 875 30-146 155 30 M1,R1 
lndeno(1 ,2,3-cd)pyrene mg/kg 0.033 .038 .038 0.061 0.46 74 1120 30-150 153 30 E,M1, 

R1 
Naphthalene mg/kg ND .038 .038 0.030 0.11 80 293 30-131 114 30 M1,R1 
Phenanthrene mg/kg 0.053 .038 .038 0.10 1.6 134 4100 30-150 176 30 E,M1, 

R1 
Pyrene mg/kg 0.096 .038 .038 0.14 1.5 110 3770 30-150 167 30 E,M1, 

R1 
2-Fiuorobiphenyl (S) %. 76 86 55-125 
p-Terphenyl-d14 (S) %. 82 86 30-150 

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: Graymont Superior, WI 

Pace Project No.: · 10319784 

QC Batch: OEXT/30569 Analysis Method: WI MODDRO 

QC Batch Method: WI MOD ORO Analysis Description: WIDRO GCS 

Associated Lab Samples: 10319784002, 10319784004, 10319784005, 10319784007, 10319784009, 10319784010 

METHOD BLANK: 2062159 Matrix: Solid 

Associated Lab Samples: 10319784002, 10319784004, 10319784005, 10319784007, 10319784009, 10319784010 

Blank Reporting 
Parameter Units Result Limit Analyzed Qualifiers 

WDRO C10-C28 mg/kg 
n-Triacontane (S) %. 

LABORATORY CONTROL SAMPLE & LCSD: 2062160 

Parameter Units 

WDRO C10-C28 
n-Triacontane (S) 

mg/kg 
%. 

Spike 
Cone. 

80 

ND 10.0 
85 50-150 

2062161 
LCS LCSD 

Result Result 

60.2 59.2 

08/28/15 09:30 
08/28/15 09:30 

LCS LCSD %Rec 
%Rec %Rec Limits RPD 
----

75 74 70-120 
97 92 50-150 

Pace Analytical Services, Inc. 

1700 Elm Street - Su~e 200 

Minneapolis, MN 55414 

(612)607-1700 

Max 
RPD Qualifiers 

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 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

QC Batch: OEXT/30558 Analysis Method: 

QC Batch Method: WI MOD ORO Analysis Description: 

WI MODDRO 

WIDROGCS 

Associated Lab Samples: 10319784001, 10319784003, 10319784006, 10319784008 

METHOD BLANK: 2061831 Matrix: Water 

Associated Lab Samples: 10319784001, 10319784003, 10319784006, 10319784008 

Blank Reporting 
Parameter Units Result" Limit Analyzed 

WDRO C10-C28 ug/L ND 100 08/28/15 11:05 
n-Triacontane (S) %. 101 50-150 08/28/15 11:05 

LABORATORY CONTROL SAMPLE & LCSD: 2061832 2061833 
Spike LCS LCSD LCS LCSD 

Parameter Units Cone. Result Result % Rec %Rec 
------

WDRO C10-C28 ug/L 2000 1810 1980 91 99 
n-Triacontane (S) %. 90 95 

Qualifiers 

%Rec 
Limits RPD 

75-115 
50-150 

Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Max 
RPD Qualifiers 

9 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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Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

(612)607-1700 

Project: 

Pace Project No.: 

DEFINITIONS 

Graymont Superior, WI 

10319784 

QUALIFIERS 

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 adjusted reporting limit. 

J - Estimated concentration above the adjusted method detection limit and below the adjusted reporting limit. 

MDL- Adjusted Method Detection Limit. 

PQL - Practical Quantitation Limit. 

RL- Reporting Limit. 

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. 
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-M Pace Analytical Services - Minneapolis 

ANALYTE QUALIFIERS 

1 M The sample containers provided did not have a tare weight for the methanol and sample container. The lab is assuming 
10 mLs of methanol and 10 grams of sample. The results should be considered an estimation. 

D4 Sample was diluted due to the presence of high levels of target analytes. 

E Analyte concentration exceeded the calibration range. The reported result is estimated. 

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

P3 Sample extract could not be concentrated to the routine final volume, resulting in elevated reporting limits. 

P4 Sample field preservation does not meet EPA or method recommendations for this analysis. 

R1 RPD value was outside control limits. 

S4 Surrogate recovery not evaluated against control limits due to sample dilution. 

T6 High boiling point hydrocarbons are present in the sample. 
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Pace Analytical Services, Inc. 

1700 Elm Street- Suite 200 

Minneapolis, MN 55414 

I (612)607-1700 
I 

! 

QUALITY CONTROL DATA CROSS REFERENCE TABLE 

Project: Graymont Superior, WI 

Pace Project No.: 10319784 

LabiD SampleiD 

10319784002 SB-4 (4') 
10319784004 SB-3 (4') 
10319784005 SB-5 (3') 
10319784007 SB-2 (3.5') 
10319784009 SB-1 (4') 
10319784010 STOCKPILE 

10319784001 SB-4 
10319784003 SB-3 
10319784006 SB-2 
10319784008 SB-1 

10319784010 STOCKPILE 

10319784002 SB-4 (4') 
10319784004 SB-3 (4') 
10319784005 SB-5 (3') 
10319784007 SB-2 (3.5') 
10319784009 SB-1 (4') 
10319784010 STOCKPILE 

10319784002 SB-4 (4') 
10319784004 SB-3 (4') 
10319784005 SB-5 (3') 
10319784007 SB-2 (3.5') 
10319784009 SB-1 (4') 

10319784002 SB-4 (4') 
10319784004 SB-3 (4') 
10319784005 SB-5 (3') 
10319784007 SB-2 (3.5') 
10319784009 SB-1 (4') 
10319784010 STOCKPILE 

10319784001 SB-4 
10319784003 SB-3 
10319784006 SB-2 
10319784008 SB-1 

Date: 09/02/2015 12:57 PM 

QC Batch Method QC Batch 

WI MODDRO OEXT/30569 
WI MODDRO OEXT/30569 
WI MODDRO OEXT/30569 
WIMODDRO OEXT/30569 
WIMODDRO OEXT/30569 
WIMODDRO OEXT/30569 

WI MODDRO OEXT/30558 
WI MODDRO OEXT/30558 
WI MODDRO OEXT/30558 
WI MODDRO OEXT/30558 

EPA3050 MPRP/57277 

ASTM D2974 MPRP/57391 
ASTM D2974 MPRP/57391 
ASTM D2974 MPRP/57391 
ASTM D2974 MPRP/57391 
ASTM D2974 MPRP/57391 
ASTM D2974 MPRP/57391 

EPA3550 OEXT/30583 
EPA3550 OEXT/30583 
EPA3550 OEXT/30583 
EPA3550 OEXT/30583 
EPA3550 OEXT/30583 

EPA 5035/50308 MSV/32969 
EPA 5035/50308 MSV/32969 
EPA 5035/50308 MSV/32969 
EPA 5035/50308 MSV/32969 
EPA 5035/50308 MSV/32969 

EPA 5035/50308 MSV/32969 

EPA8260B MSV/32953 
EPA8260B MSV/32953 
EPA8260B MSV/32953 
EPA8260B MSV/32953 

REPORT OF LABORATORY ANALYSIS 

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

Analytical 
Analytical Method Batch 

WI MOD DRO GCSV/16561 
WI MOD DRO GCSV/16561 
WI MOD DRO GCSV/16561 
WI MOD DRO GCSV/16561 
WI MODDRO GCSV/16561 
WI MOD DRO GCSV/16561 

WI MOD DRO GCSV/16563 
WI MODDRO GCSV/16563 
WI MODDRO GCSV/16563 
WI MODDRO GCSV/16563 

EPA6010C ICP/25099 

EPA 8270D by SIM MSSV/13001 
EPA 8270D by SIM MSSV/13001 
EPA 8270D by SIM MSSV/13001 
EPA 8270D by SIM MSSV/13001 
EPA 8270D by SIM MSSV/13001 

EPA82608 MSV/32981 
EPA82608 MSV/32981 
EPA82608 MSV/32981 
EPA82608 MSV/32981 
EPA82608 MSV/32981 
EPA82608 MSV/32981 
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For Braun lntertec Use Only 
laboratory Work Order No. 

BRAUN 
INTERTEC 
Braun lntertec Corporation 
11 001 Hampshire Ave. S 
Minneapolis, MN 55438 

REQUEST FOR LABORATORY 
ANALYTICAL SERVICES 

Bottle orders and sampling inquires: 
labservices@braunintertec.com 
Phone: 952·995·2600 Fax: 952·995-2601 

Special Instructions and/or Specific Regulatory Requirements: 
(method, limit of detection, petrofund, reporting units) 

LAB 
10# 

~t\ ~ Tkuh~(3) C~f'\-\-u-;.,.,,c.,......, 

Collected by: (Print) 

Received 

IMPORTANT 
Date Results Requested:-------
Time _____ _ 

Rush Charges Authorized? __ Yes No 
Rush I Quote # 

__ ....;. __ ___::..._ _____ ~-----.L------------Ieontents Not Verified: 

Page __ of __ 

Datemme 
~----------------------------~----------------~ 1-------~:--------------------------------IReceived 

Contents Verified: Datemme 



11 

aeAnalyticat* 
/ 
f 

Sample Condition 
Upon Receipt 

Client Name: 

Document Name: 
Sample Condition Upon Receipt Form 

Document No.: 
F·MN·L·213·rev.13 

Project#: 

Courier: DFed Ex 12i!DPS Dusps Dclient 

Ocommercial DPace DspeeDee Dother: ____ _ 

Tracking Number: 1 c /,?.-IN g "11 oJ (:.. 7r t-t.) ~--1: ( 

Custody Seal on Cooler/Box Present? DYes X?No Seals Intact? DYes ~o 

Document Revised: 23Feb2015 
Page 1 ofl 

Issuing Authority: 
Pace Minnesota Quality Office 

Packing Material: DBubble Wrap 8'Bubble Bags DNone Dother:. __ _;_ ___ _ Temp Blank? DYes 

Thermometer 0 BBBA9130516413 gjssBA912167504 Type of Ice: llitll.Atet 0Biue 0None Osamples on ice, cooling process has begun 
Used: 0BBBA014331009B p·· 

Cooler Temp Read (•c): S ~ Cooler Temp Corrected (•q: '2.-v ~ Biological Tissue Frozen? Dves DNo 0fN/A 
Temp should be above freezing to 6•c Correction Factor: -o, z.. Date and Initials of Person Examining Contents: 1)-J'-'\. .g/zb/ I.J 
USDA Regulated Soil ( 0 N/A, water sample) 
Did samples originate in a quarantine zone within the United States: Al, AR, AZ, CA, Fl, GA, ID, LA. Did samples originate from a foreign source (internationally, 
MS, NC, NM, NY, OK, OR, SC, TN, TX or WA (check maps)? DYes [;UNo including Hawaii and Puerto Rico)? DYes 8:JNo 

If Yes to either question, fill out a Regulated Soil Checklist (F·MN·Q-338) and include with SCUR/COC paperwork. 

Chain of Custody Present? t§'ves DNo ON/A 

Chain of Custody Filled Out? I1SVes 0No ON/A 

Chain of Custody Relinquished? ~~s gNo ONLA 

Sampler Name and/or Signature on COC? lKTve~o~"""CfJ/f 
Samples Arrived within Hold Time? I!Ives DNo ON/A 

Short Hold Time Analysis (<72 hr}? DYes [)No ON/A 

Rush Turn Around Time Requested? Dves ~No ON/A 

Sufficient Volume? J21rves DNo ON/A 

Correct Containers Used? Mves DNo ON/A 

-Pace Containers Used? ~es DNo ON/A 

Containers Intact? [lYes DNo ON/A 

Filtered Volume Received for Dissolved Tests? Oves DNo )8JN/A 

Sample labels Match COC? $]Yes DNo ON/A 

-includes Date/Time/ID/ Analysis Matrix: ~L/w-t' 
All containers needing acid/base preservation have been 
checked? 
All containers needing preservation are found to be in 
compliance with EPA recommendation? 
(HN03, H2S04, HCI<2; NaOH >9 Sulfide, Na0H>12 Cyanide) 
~~tions: VOA, Coliform, TOC, Oil and Grease, 

8015 (water) DOC 

Headspace in VOA Vials ( >Gmm)? 

Trip Blank Present? 

Trip Blank Custody Seals Present? 

Pace Trip Blank Lot# (if purchased): 

CLIENT NOTIFICATION/RESOLUTION 

Person Contacted: 

Comments/Resolution: 

DYes DNo !)1'N/A 

DYes DNo Dzi'N/A 

~es DNo ON/A 

DYes e!No ON/A 

Oves DNo ~N/A 
Oves DNo fi!'.IN/A 

COMMENTS: 

1. 

2. 

3. 
tJ 
4. 

5. 

6. 

7. 

8. 

9. 

10. 

11. Note if sediment is visible in the dissolved container 

12. 0.11·<- -e.')<'-~ ~¢-,..h..,_;'~ fu.c: 

> .... ""i'k. Olo 

13. OHN03 OH2S04 ONaOH 0HCI 

Sample# 

Initial when Lot# of added 
completed: preservative: 

14. 

15. 

Field Data Required? DYes 0No 

Date/Time: -------------------
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Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280014.D 

Report Date: 08/28/2015 

Sample ID: 10319784002 

Client ID: SB-4 {4') 

ormation: 10319784002 t?t¥-mp e .. 
'PUrg Vol me: 
2.6~ 

£~lu se: DB-5MS 
2.4~ 

2.3~ 

2.2~ 

2.1~ 

2.0~ 

1.9~ 

1.8~ 

1. 7~ 

1.6~ 

Instrument: 10 cs4.i 
HF5890 GC Dat~ FID1A.CH 

Opera JRH 

Colu n diameter: 0.25 

U1 1. 5~ 
< 
0 ..... 
X 

1.4~ 

>- 1. 3~ 

1.2~ 

1.1~ 

1.0~ 

0.9~ 

0,8~ 

0.7~ 

0.6~ 

0.5~ 

0.4~ 

0.3~ 

0.2~ 

0.1~ 

0 
<{] 
m 
.... 
m 
N 
u 
I 

0 .... 
u 

0.0..:1 • • • 1 • • • 1 • • • 1 • • • I • • • I • • • t • ' • I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I 

o.o 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1.8 2.0 2,2 2.4 2.6 2.8 3,0 3,2 3,4 3,6 3,8 4,0 4.2 4.4 4.6 4.8 5,0 
Tirne <Minl 



Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280034.D 

Report Date: 08/28/2015 

Sample ID: 10319784004 

Client ID: SB-3 (4') Instrument: 10 cs4.i 

samp e 
2.5~ 

:f,>~rg 

2.3~ 

Cc:ilu 
2.2~ 

2.1~ 

2,0~ 

1.9~ 

1.8~ 

1. 7~ 

1.6~ 

1.5~ 

1.4~ 

HF5890 GC Data, FID1A.CH 

ormation: 10319784004X50 

me: Operator: JRH 

se: DB-5MS 

0 
\0 co 

Column diameter: 0.25 

~ 1.3~ 
0 
..-! 
X 

>-
1.2~ 

1.1~ 

1. 0~ 

0.9~ 

0.8~ 

0.7~ 

0.6~ 

0.5~ 

0.4~ 

0.3~ 

0.2~ 

0.1~ 

0.0..:1 • • ' I • ' • I • • • I • • • I • • • I • ' ' I ' ' • I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' 

o.o 0.2 0,4 0.6 0,8 1.0 1.2 1.4 1,6 1.8 2,0 2.2 2.4 2,6 2.8 3,0 3,2 3.4 3.6 
Time (Min) 

'I''' I''' I''' I''' I''' I''' I 
3,8 4.0 4.2 4.4 4.6 4,8 5.0 



-
Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280010.D 

Report Date: 08/28/2015 

Sample ID: 10319784005 

Client ID: SB-5 (3') 

~~mp e Ir.formation: 10319784005X10 

'PtirgE Volume: 
4.2-
Colunn phase: DB-5MS 
4.0~ 

3.8-

3.6~ 

3.4~ 

3.2~ 

3.0~ 

2.8~ 

2.6~ 

Instrument: 10 cs4.i 
HF5890 GC Data. FIDlA.CH 

< perator: JRH 

Column diameter: 0.25 

1..1 

~ 2.4~ 
0 .... 
~ 2.2~ 
}-

2.0~ 

1.8~ 

1.6-

1.4~ 

1. 2-

1.0~ 

0.8~ 

0.2~ j~ 
:I I I I I I 1111 Ill c_ c_ __ 

o.o-, ... , ... , ... , ... , ... , ... , ... , ... 1 ••• , ••• , ••• , ••• , ••• , ••• , •• • , • • • , ••• , ••• , • • • , • • • 1 ••• , ••• , ••• , ••• , ••• , 

0.6~ 

0.4~ 

0.0 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4 2.6 2,8 3.0 3.2 3,4 3.6 3.8 4.0 4.2 4.4 4.6 4.8 5.0 
Time (Min) 



Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280017.D 

Report Date: 08/28/2015 

Sample ID: 10319784007 

Client ID: SB-2 (3.5') Instrument: 10 cs4.i 
HF5890 GC Data. FIDlA.CH 

:P,~mp e 

l?tirg 

ormation: 10319784007 """' m ,. 

me: 
3.0~ 

tqlu se: DB-5MS 
2.8~ 

2.7~ 

2.6~ 

2.5~ 

2.4~ 

2.3~ 

2.2~ 

2.1~ 

2.0~ 

1.9~ 

1.8~ 

1.<1 1. 7~ 
< 
~ 1.6~ 
X 

1.5~ 
>-

1.4~ 

1.3~ 

1.2~ 
1.1~ 

1.0~ 

0.9~ 

o.s~ 

0.7~ 

0.6~ 

0.5~ 

0.4~ 

0.3~ 

0.2~ 

0.0..:1 • • • I • • • I ' ' ' I ' ' 

o.o 0.2 0,4 0.6 
'I''' I''' I' 
0.8 1.0 1.2 

0 
<!) 

m 

m 
N 
u 
I 

0 
.-< 
u 
0 

"' "' 3 

Colu n diameter: 0.25 

• I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I'' 
1.4 1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 3,2 3.4 3.6 3.8 4.0 4.2 4.4 4,6 4.8 

Time <Min) 

'I 

5.0 



iD 
< 
0 ..... 
2: 

Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280015.D 

Report Date: 08/28/2015 

Sample ID: 10319784009 

Client ID: SB-1 {4') Instrument: 10 cs4.i 
HF5890 GC Data. FID1A.CH 

:;S~mp e ormation: 10319784009 

JRH 
2.8~ 
Purg Vol 
2.7~ 

Opera me: 

?c:'hl u se: DB-5MS 
2.5~ 

: 
2.4~ 

2.3~ 
: 

2.2~ 

2.1~ 

2.0~ 

1.9~ 

1.8~ 

1.7~ 

1.6~ 
: 

1.5~ 

1.4~ 

:>- 1,3~ 

1.2~ 

1.1~ 

1.0~ 

0.9~ 

0.8~ 

0.7~ 

0.6~ 

0.5~ 

0,4~ 

0.3~ 

0.2~ 

0.1~ 

0 
lD 
CD 

~L-----~~~-L~~~~~~------------~ 
0.0..:, • • • I • • • I ' ' ' I ' ' 

o.o 0.2 0,4 0,6 
'I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I'' 
0,8 1.0 1,2 1.4 1.6 1.8 2,0 2.2 2,4 2,6 2.8 3,0 3.2 3.4 3,6 3,8 

Time (Min) 

'I''' I''' I''' I''' I''' I 
4,0 4.2 4,4 4,6 4.8 5,0 



iD 
< 
0 ...... 
..: 
>-

Data File: \\192.168.10.12\chem\10gcs4.i\082815dro.b/08280011.D 

Report Date: 08/28/2015 

Sample ID: 10319784010 

Client ID: STOCK PILE Instrument: 10 cs4.i 
HP5890 GC Data. FID1A.CH 

:?samp e 
3.8~ 

ormation: 10319784010X10 

l~rg me: Operator: JRH 

3.5~ 

{.:~lu 
3.3~ 
3.2~ 

3.1~ 
3.0~ 
2.9~ 

2.8~ 
2.7~ 
2.6~ 
2.5~ 

2.4~ 
2.3~ 
2.2" 

2 .1~ 
2.0~ 

1.9-' 
1.8~ 
1. 7~ 
1.6~ 

1.5~ 
1.4~ 

1. 3~ 

1.2~ 
1.1~ 
1.0~ 

0.9~ 

se: DB-5MS 0 
\0 co 

co 
N 
u 
I 

0 
...... 
u 
0 

Column diameter: 0.25 

o.s~ 

0.7~ 
0.6~ 
0.5~ 
0.4~ 

0.3~ 
0.2~ 

0.1~ 

0,0_:-1 ..L' -". '-. 1-' ,-.-~--==,==~-, '-ll-' 'J_'_I_'_'_L'_I_'_.L'..L'-I.L'...L'_'_I..:'::::.'_'_I_'_'_'_I_'_'_'_I_'_'_'_I_'_'_'__JI ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I' '' I ' ' ' I 

o.o 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1,6 1.8 2,0 2.2 2.4 2.6 2.8 3,0 3,2 3,4 3.6 3.8 4.0 4.2 4.4 4.6 4,8 5,0 
Tirne (Min) 



Data File: \\192.168.10.12\chem\10gcs9.i\082815dro.b/082815000039.D 

Report Date: 08/28/2015 

Sample ID: 10319784001 

Client ID: SB-4 
4 o~ 
~~mpl Information: 10319784001 
3.8~ 
~~rg Volume: 
3.6~ 

~~lu ph se: DB-5MS 
3.4~ 
3.3~ 

3.2~ 
3.1~ 
3.0~ 
2.9~ 
2.8~ 

2.7~ 
2.6~ 
2.5~ 

2.4~ 
2.3~ 

2.2~ 

Instrument: 10 cs9.i 
HP7S90 GC Data, FID1A.ch 

;;!; 

Operator: JRH 

Column diameter: 0.25 

l!l 2.1~ 
b 2.0~ 
...... 
X 1.9~ 

>- 1. 8~ 
1. 7~ 

1.6~ 
1.5~ 
1.4~ 

1.3~ 
1.2~ 
1.1~ 

1.0~ 

0.9~ 
0.8~ 
0.7~ 
0.6-' 
0.5~ 
0.4~ 

0.3~ 
0.2~ 

0 
l!l ... 

o. 1 ~~.....__,_----'-'L...L--'-'--------------' tti:tf:~t:tlj:(bl...l-J....J.-.L..lL_llLJ_LJl_l__jWJillllJilllWJ...JU..LlJLL_LlJLJJLl..__lll_ 
Q.Q..:I • • • I • • • I • • ' I ' ' 

o.o 0,2 0.4 0.6 
'I''' I''' I''' I''' I''' l' ''I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I'' • I • • • 

0.8 1.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 3.2 3.4 3,6 3.8 4.0 4.2 4.4 4.6 4.8 
Time (Min) 



Data File: \\192.168.10.12\chem\10gcs9.i\082815dro.b/082815000015.D 

Report Date: 08/28/2015 

Sample ID: 10319784003 

Client ID: SB-3 Instrument: 10 cs9.i 
HP7890 GC Data. FID1A.ch 

~~mp e Information: 10319784003 
4.3~ 

f.~rg me: 
4.0~ 
~~lu se: DB-5MS 
3.8~ 
3.7~ 
3.6~ 
3.5~ 
3.4~ 
3.3~ 
3.2~ 
3 .1~ 
3.0~ 
2.9~ 
2.8~ 
2.7~ 
2.6~ 
2.5~ 
2.4~ 

~ 2.3~ 
~ 2.2~ 
X 2.1~ 

)-. 2.0~ 
1.9~ 
1.8~ 
1. 7~ 
1.6~ 
1.5~ 
1.4~ 
1.3~ 
1.2~ 
1.1~ 
1.0~ 
0.9~ 
0.8~ 
0.7~ 
0.6~ 
0.5~ 
0,4~ 
0.3~ 
0.2~ 

Operator: JRH 

Column diameter: 0.25 

0.1~--....._-,-----'--JL.l--'-L...l..L ____________ _.J 

0.0_:1 • • • 1 • • • I ' • ' I ' ' ' I ' ' ' I ' ' ' I ' ' ' I ' 

o.o 0.2 0.4 0.6 0,8 1.0 1.2 1,4 
'I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I' 
1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 3.2 3.4 3.6 3.8 4,0 4.2 4.4 

Time (Min) 

'I''' I''' I 

4.6 4.8 5,0 



Data File: \\192.168.10.12\chem\10gcs9.i\082815dro.b/082815000025.D 

Report Date: 08/28/2015 

Sample ID: 10319784006 

Client ID: SB-2 
3.5~ 

~~mpl I formation: 10319784006 

2.9~ 

2.8~ 

2.7~ 

2.6~ 

2.5~ 

2.4~ 

2.3~ 

2.2~ 

2 .1~ 

2.0~ 

1. 9~ 

Vo 

p DB-5MS 

Instrument: 10 cs9.i 
HF7890 GC Data, FID1A.ch 

8 

Operator: JRH 

Column diameter: 0.25 

10 1 • 8~ 
< 
8 1. 7~ 
X 
~ 1.6~ 

1.5~ 

1.4~ 

1.3~ 

1.2~ 

1.1~ 

1.0~ 

0.9~ 

o.8~ 

0.7~ 

0.6~ 

0.5~ 

0.4~ 

0.3~ 

0.2~ 

0 
10 ... 

o.l~~J.----lJ~~~~~~~~~::~~~~~±±H±~~L_LULJ-U~~L_~UW~~~~~~DLLL 

o.o..:l • • • 1 • • • 1 • • • , • • • 1 • • • 1 • • • , • • • 1 • • • , • • • 1 • • • 1 • • • 1 • • • 1 • • • , • • • 1 • • • 1 • • • 1 • • • , • • • 1 • • • 1 • • • 1 • • • 1 • •• 1 ••• 1 ••• 1 ••• 1 
o.o 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6 1,8 2.0 2.2 2.4 2.6 2.8 3.0 3.2 3.4 3,6 3.8 4.0 4.2 4.4 4.6 4.8 5.0 

Time (Mln) 



Data File: \\192.168.10.12\chem\10gcs9.i\082815dro.b/082815000026.D 

Report Date: 08/28/2015 

Sample ID: 10319784008 

Client ID: SB-1 

~~mpl I formation: 10319784008 
3.5~ 

3.1~ 

3.0~ 

2.9~ 

2.8~ 

2.7~ 

2.6~ 

2.5~ 

2.4~ 

2.3~ 

2.2~ 

2 .1~ 

2.0~ 

L{) 1.9~ 
< 1.8~ 0 .... 
..: 1. 7~ 

)- 1. 6~ 

1.5~ 

1.4~ 

1.3~ 

1.2~ 
1.1-: 

1.0~ 

0.9~ 

0.8~ 

0.7~ 

0.6~ 

0.5~ 

0.4~ 

0.3~ 

Vo 

p DB-5MS 

Instrument: 10 cs9.i 
HP7890 GC Data. FID1A.ch 

f'l 

Operator: JRH 

Column diameter: 0.25 

0.2~ 

0.1~~~----JJ!rJY~~----------------~~~~~bW~L-ll-~~~~~~_u~llliMLLLLWLW~ill_~~ 
o.o~, ... , . ''I''' I'' 

o.o 0.2 0.4 0.6 
'I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I''' I 
0.8 1.0 1.2 1.4 1.6 1.8 2.0 2.2 2.4 2.6 2.8 3.0 3.2 3.4 3.6 3.8 4.0 4.2 4.4 4.6 4.8 5.0 

Time <Min) 
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