Date & Military Time of Incident:
hrs

State of Wisconsin Substance Release Notification Form ‘./é 55/ w 7

Department of Natural Resources Form 4400-91 (Rev. 12-04, e-form)
24-Hour Emergency Hotline Number: 1-800-943-0003

Date & Military Time Reported:
03/19/2007

1521hrs

Spill File # nor03192007_01
BRRTS #

R
Person Reporting:

Representing:

Phone # 715-394-1415

AL ALEKNAVICIUS ENBRIDGE Fax #

Responsible Party (RP) / Spiller: RP Decision Based On: Phone #

ENBRIDGE PROTOCOL Fax #

RP Address: City State Zip Code
119 N 25™ AVE EAST SUPERIOR WI

RP Contact Name & Title: Phone #

ALEKNAVICIUS - MANAGER OF PIPELINE SERVICES Fax #

Substance Involved: Amount & Units Released: Amount & Units Recovered:
CRUDE OIL EST - 5 GALLONS

[] solid [] Semisolid X Liquid [ Gas Color: Odor:

Exact Location Of Incident: (including street name, bldg. #, mileage, etc.) Facility Name / Property Owner:

LINE # 6 - 2800 EAST 21°" STREET SUPERIOR TERMINAL

Xl City [_] Village [ | Township County Latitude/Longitude

SUPERIOR DOUGLAS deg. * 7, deg. * 7

DNR Region: Weather Conditions:

NOR 1/4 1/4 Se¢c T N R [JE[W FREEZING

Cause of Incident:

HALF INCH VALVE FITTING MAY BE LEAKING BELOW GROUND - IN THE PROCESS OF THAWING GROUND TO
INVESTIGATE - SOME OIL HAS MIGRATED TO SURFACE - DISCOVERED AT 14:10 TODAY

Spilled Substance Impact To:
(check X all that apply)

[] Air Potential
[C] Concrete/Asphalt [] Potential
[] Contained/Récovered

[] Groundwater ~ [] Potential
[ Private Well [ Potential
[] Sanitary Sewer [] Potential
X soil [] Potential
[C] Storm Sewer [] Potential
[] Surface Water  [] Potential

Name:
X Other: CLAY

Spill Cause and/or Site:
Ag Coop/Food Factory
[ Airport Facility [[] Railroad Facility

[] Construction, Excavation, Wrecking, Quarry, Mine
[] Gas/Service Station/Garage/Auto Dealer/Repair Shop

(] Hydraulic Line Break

[ Industrial Facility [] Paper Mill [] Chemical Co.
X Pipeline/Terminal/Tank Farm/Oil Jobber/Wholesaler

[] Private Property (home/farm)

(] Public Property (city, state, church, school, etc.)

[] Transportation Accident, Fuel Tank Spill
[] Transportation Accident, Load Spill

[] Utility Co. Power Generating/Transfer Facility

[ other:

Action Taken By Spiller:
[ Cleanup Method:
[C] Absorbent
X Excavation
X VAC TRUCK
X Containment
[] Contractor Hired
Name:

(] Monitor

[C] No Action Needed
[] No Action Taken
[[] Waste Destination:
[ other:

Injuries? []Yes XINo If yes how many?

] Has An Evacuation Occurred? []Yes X]No

Potential? [JYes [X] No

Are There Any Resource Damages?

X Potential

[OYes [No

What Kind?

(] [ Fire Department
[(J [J Local Law Enforcement

[J [ Level A/Level B Team

Other Agencies Notified: (check first column, if notified; check both columns, if on the scene)
[ [J Local DNR

(O O Div. Emerg. Mgt.
(] ] LEPC or Local Emer. Mgt. [] [] Coast Guard

[ ] DHFS 608-258-0099 [] [] Other:

] EpA

[ [ Nat’l Resp Ctr 800-442-8802
[ [ Chemtrec 800-424-9300

Incident Commander:
AL
Phone # 218-591-2818

Prepared By: t’d To DATCP? |_]JYes {XINo Date:

ANN BAUER il 5 el s Toctod. To DATCP%Yes o Date:

Person Notified: Phon 7/{ / Date: Spill Packet Sent? [_]Yes o Date:

JOHN SA Time: To:

Investigatel / Sign: / / Date: Transferred to ERP [_]Yes m Date:

S L Case #

Spill Coordjhatof Signbft: 7/ Date;: NFA Letter Sent? Igﬂo Date:

% - i 7 7‘/ o7 Incident Closed? % No Date:

—

#I/M
v

s

"/

" [ See Additional Comments On Reverse (Please, print page 2 of 2)

Page 1 of 2

]




State of Wisconsin Substance Release Report (Cont'd)
Form 4400-91 (Rev 12-04, e-form)

Page 2 of 2

Date and Military Time Of Incident:
hrs

Responsible Party:

Additional Comments :

Case Activity Report: [_] Yes X No CAR#:

(Please, attach copy of all CAR and other documentation)

Enforcement Action: [_] Yes [ | No (Explain Below)




Sjger, John E - DNR

From: Sager, John E - DNR

Sent: - Tuesday, August 28, 2007 11:29 AM
To: 'Kristen.Benson@enbridge.com'
Subject: March 19, 2007 spill

Contacts: “Kristen. Benson

Attachments: 03192007 Enbridge terminal spill .PDF
Kris,

Attached is a PDF file containing a scan of the "closed" spill form.

l

03192007 Enbridge
terminal spi...

wh Jolin Sager

Emergency Response Coordinator / Hydrogeologist
Remediation and Redevelopment Program
Wisconsin Department of Natural Resources

107 Sutliff Avenue

Rhinelander, WI 54501

(&) phone: (715) 365-8959
(B) fax: (715) 365-8932
(=) e-mail: john.sager@wi.gov



Barr Engineering Company
332 West Superior Street, Suite 600 e Duluth, MN 55802
Phone: 218-727-5218 o Fax: 218-727-6450 ¢ www.barr.com An EEO Employer

TR Minneapolis, MN e Hibbing, MN e Duluth, MN e Ann Arbor, Ml e Jefferson City, MO

TRANSMITTAL LETTER

To: John Sager Date: 06/29/2007
(o
Project#  49/16-122 Re:

We are sending you:

[] Correspondence [(J Reports ] Plans

(] Copy of Letter [] Specifications XI Other: Memorandum
No. of P
Copies Description

1 Superior Terminal Line 6, Enbridge

These are transmitted as checked below:
[] For approval [] As requested [] Other:

X For your use [] For review and comment:

Remarks: If you need additional information please feel free to contact me.
Sent by: Hans Wronka Phone: 218-529-8202

C:\Documents and Settings\tbalen\Desktop\DUL trans letter_form.doc



Barr Engineering Company
332 West Superior Street, Suite 600 ¢ Duluth, MN 55802
Phone: 218-727-5218 e Fax: 218-727-6450 ¢ www.barr.com An EEO Employer

BARR

e ] Minneapolis, MN e Hibbing, MN e Duluth, MN e Ann Arbor, Ml e Jefferson City, MO

Memorandum

To: Mr. John Sager, WDNR

From: Hans Wronka

Subject: Line 6A Release, Enbridge Terminal, Superior, Wisconsin
Date: June 27, 2007

Project: 49/16-122

c: Kristen Benson, Enbridge Energy

This technical memorandum has been prepared by Barr Engineering Co. on behalf of Enbridge
Energy, LLC. The memorandum summarizes the activities conducted to date in response to the
discovery of a crude oil release at the Enbridge Energy Terminal in Superior, Wisconsin (Figure 1).
The release was discovered on March 19, 2007, near a valve on a piping loop that is part of
Enbridge’s Line 6A pipe. The source of the release was determined to be a broken block and bleed
fitting on a valve body. The volume of the release was initially estimated to be approximately five
gallons.

Response Action Summary

Response actions consisting of removal of crude impacted soil began on March 19, 2007. Soil
removal was temporarily halted due to heavy frost extending more than 5 feet below the ground
surface. Enbridge placed ground thaw units over the soil surface at the site and monitored the area to
ensure any additional oil migrating to the surface was recovered. Ground thaw units were removed
and soil excavation resumed on March 26, 2007. A small volume of water was present in the initial
excavation and was removed with a vacuum truck. Soil was excavated to a depth of approximately
eight feet below ground surface. A total of approximately 70 cubic yards of clay soil were removed
from the excavation (Figure 2). Excavated soil was transported to Waste Management’s Timberline
Trail Recycling and Disposal Facility in Ladysmith, Wisconsin for disposal (Appendix A).

Soil samples were screened in the field for visual and olfactory evidence of petroleum impacts.
Sheen tests were performed in the field on soil samples that lacked any visual or olfactory evidence
of petroleum impacts. Sheen tests consisted of placing approximately 25 to 30 grams of soil into a
clean glass jar. A small volume of distilled water was added to the jar to allow the soil to mix with
the water, the water was observed for the presence of petroleum sheen. If no sheen was evident, the
jar was sealed with a lid and the soil/water mixture was agitated and allowed to settle. The lid was
removed and the water was again observed for the presence of petroleum product or sheen. Soil
continued to be excavated until field screening indicated little to no evidence of residual oil impacts.

Confirmation soil samples were collected for laboratory analysis from the bottom and sidewalls of the

excavation. The soil samples were submitted to PACE Laboratory of Green Bay, Wisconsin and
analyzed for extended range diesel range organics (ERDRO), semi-volatile organic compounds

P:\Duluth\49 WI\16\4916122 Superior Terminal Line 6\WorkFiles\Reporting\Superior Terminal Line 6A Memo.doc



To: John Sager

From: Hans Wronka

Subject: Line 6A Release, Enbridge Terminal, Superior, Wisconsin
Date: June 29, 2007

Page: 2

(SVOCs) and petroleum volatile organic compounds (PVOCs). Analytical results are summarized on
Table 1. Appendix B includes the laboratory reports from PACE.

Results

Concentrations of benzene in soil samples collected from the site are less than Table 1 and Table 2
concentrations listed in Chapter NR 746 of the Wisconsin Administrative Code. Concentrations of
SVOCs in soil samples, with the exception of the non-industrial GRCL for benzo(a)pyrene, are less
than the industrial and non-industrial direct contact pathway GRCLs for PAH compounds listed on
Table 1 of WDNR Publication RR-519-97, Soil Cleanup Levels for PAHs Interim Guidance
document. Furthermore concentrations of all SVOC and PVOC compounds in the soil samples are
less than the generic residual contaminant levels (GRCLs) based on protection of groundwater per
Chapter NR 720.09 of the Wisconsin Administrative Code.

Conclusions and Recommendations

Based on field screening and laboratory confirmation sample data, it appears that the majority of
impacted soil was removed from the leak location near Line 6A. The direct contact risk for exposure
to surface soil has been eliminated because all impacted soil within the footprint of this release was
excavated to a depth greater than four feet. The risk posed by the residual petroleum impacts is
further reduced by the fact that Enbridge’s Superior Terminal is an industrial property. Additionally,
no identifiable receptors are likely to be impacted by the low level residual petroleum impacts
associated with this site. Based on these factors, it is therefore requested that WDNR provide case
closure for this site.
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e_loc&excav_area.mxd User: JAM2
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(concentrations in mg/kg, unless noted otherwise)

Table 1
Soil Analytical Results
Superior Terminal Line 6A
Superior, W1

Location 'WDNR 746 WDNR 746 'WDNR RR-519-97 WDNR 720.09 $-1(4) S-2 (4) 5-34") 54 (4') S-5(5") S-6 (6") $-74) S-8 (4" B-1(8) B-1(8%) B-2(8")
Date Table 1 Indicators of |Table 2 Protection of [Suggested GRCLs Groundwater 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007 3/28/2007
Lab Residual Petroleum  |Human Health from  |for PAHs in Soil Protection from Soil |PACE PACE PACE PACE PACE PACE PACE PACE PACE PACE PACE
Dup Product in Soil Pores |[Direct Contact with  [Direct Contact Pathway (4/1/1997 DUP
11/2001 Contaminated Soil Industrial
17172001 4/1/1997
Exceedance Key Bold
General Parameters

Solids, % — —~ - — 80.9 71.4 76.2 76.6 75.8 733 74.8 73.4 76.1 77.8 73.3

TPHs
DRO Extended Range C10-C40 - I - - 0.055 <0.0043 0.033 <0.0046 0.058 <0.0042 <0.0038 <0.0052 0.019 0.0046 0.023

SVOCs
1-Methylnaphthalene = - 0000 23 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0033 <0.032 <0.034
2-Methylnaphthalene - - 40000 20 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Acenaphthene - - 60000 38 <0.031 <0.035 <(.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Accnaphthylene - - 360 0.7 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Anthracene - - 300000 3000 0.033 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Benzo(a)anthracene - — 3.9 17 0.057 <0.035 <0.033 1<0.033 0.048 <0034 0.038 <0.034 <0.033 <0.032 <0.034
Benzo(a)pyrene - - 0.39 48 0.051 <0.035 <0.033 <0.033 0.046 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Benzo(b){luoranthcne - - 3.9 360 0.042 <0.035 <0.033 <0.033 0.042 <0.034 <0.033 <0.034 <0.033 <(.032 <0.034
Benzo(g,h,i)perylene - - 39 6800 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <(0.034 <0.033 <0.032 <0.034
Benzo(k)fluoranthene - -~ 39 870 0.049 <().035 <0.033 <0.033 0.040 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Chryscne - - 390 37 0.059 <0.035 <0.033 <0.033 0.052 <0.034 0.040 <0.034 <0.033 <0.032 <0.034
Dibenz(a,h)anthracene - — 0.39 38 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Fluoranthene — — 40000 500 0.150 <0.035 <0.033 <0.033 0.130 <0.034 0.098 <0.034 <0.033 0.053 <0.034
Fluorene — - 40000 100 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Indeno(1,2,3-cd)pyrene - - 3.9 680 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
{Naphthalene - - 110 0.4 <0.031 <0.035 <0.033 <0.033 <0.033 <0.034 <0.033 <0.034 <0.033 <0.032 <0.034
Phenanthrene - - 390 1.8 0.098 <0.035 <0.033 <0.033 0.071 <0.034 <0.033 <0.034 <0).033 <0.032 <0.034
Pyrene -~ - 30000 3700 0.110 <0.035 <0.033 <0.033 0.100 <0.034 0.073 <0.034 <0.033 0.040 <0.034

PVOCs
1,2.4-Trimethylbenzene - - - 0.100 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
1,3.5-Trimethylbenzene - - - - 0.059 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Benzene 8.5 1.1 -~ 0.0055 <0.034 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Ethyl benzene -~ - - 29 <0.034 <0.035 <0.034 <0.033 <0.015 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Methyl tertiary butyl ether (MTBE) |- — -- - <0.034 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Toluene - - - 1.5 0.047 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Xylene m & p - — - - 0.100 <0.070 <0.068 <0.065 <0.069 <0.070 <0.067 <0.069 <0.068 <0.068 <0.068
Xylene o- - d -~ - <0.034 <0.035 <0.034 <0.033 <0.035 <0.035 <0.033 <0.034 <0.034 <0.034 <0.034
Xylenes total - - o 4.1 0.100 <0.070 <0.068 <().065 <0.069 <0.070 <0.067 <0).069 <(3.068 <0.068 <0068

pup

No criteria/not analyzed.
Duplicate sample.

P:ADuluth\49 WI16\4916122 Superior Terminal Line 6\WorkFiles\Reporting\Table 1.xls
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1241 Bellevue Street, Suite 9

ace Analytical ) Green Bay, W1 54302

920-469-2436, Fax: 920-469-8827

Analytical Report Number: 882081
Client: BARR ENGINEERING Lab Contact: Eric Bullock
Project Name: SUPERIOR TERMINAL LINE 6A
Project Number: 49/16-122

Lab Sample Collection
Number Fleld 1D Matrix Date
882081-001 S-1(49) SOIL  03/28/07
882081-002 S-2 (4' SOIL  03/28/07 %

’ ECFIVED
882081003 S-3(4" SOIL  03/28/07
882081004 S-4(4) SOIL  03/28/07 = APRQOB 2007
882081-005 S-5 (59 SOIL  03/28/07 . '

: BAarH

882081006 S-6 (69 SOIL  03/28/07 ENGINEERING co
882081-007 S-7 (4) SOIL  03/28/07 :
882081-008 S-B (4) SO 03/28/07
882081-009 B-1(8) SOIL  03/28/07
882081-010 B-2 (8" SOIL  03/28/07
882081-011 MEOH TRIP BLANK METH 03/28/07
£82081-012 DUP 1 SOIL  03/28/07

MS/MSD: If the Form 3 header for the MS/MSD QC indicates that the MS/MSD was “Batch QC”, then the MS/MSD results may not be
directly applicable to your samples

1 certify that the data contained in this Final Report has been generated and reviewed in accardance with approved methods and
Laboratory Standard Operating Procedure. Exceptions, if any, are discussed in the accompanying sample comments, Release of this final
report is authorized by Laboratory management, as is verified by the following signature. This report shall not be reproduced, except in
full, without the written consent of Pace Analytical Services, inc. The sample results relate only to the analytes of interest tested.

i,KfD‘\Q—’ MJ 2-{67(’ Page1of 2 &~

Approval Signature




Pace Analytical Analytical Report Number: 832081 el datiiired

Services, Inc. 920-469-2436
Client: BARR ENGINEERING Matrix Type: SOIL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date : 03/28/07
Project Number : 49/16-122 Report Date : 04/02/07
Field ID: S-1(4) Lab Sample Number: 882081-001
{NORGANICS
Test Result EQL Ditution Units Code AniDate PrepMethod AnlMethod
Percent Solids 80.9 - 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AniDate Prep Method Anl Method
DRO Ext. Range C10- C40 55 37 1 mg/kg 04/01/07 WIMOD DRO WI MODDRO
PVOC Prep Date: 03/30/07
Analyte Resuit EQL Dilution Units Code AniDate PrepMethod AnlMethod
1,2.4-Trimethyloenzene 100 34 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
1,3,5-Trimethylbenzene 59 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Benzene < 34 34 50 ug/Kg 03/30/07 5035/5030B  SW846 8021B
Ethylbenzene < 4 34 50 ug/Kg 03/30/07  5035/5030B SWa46 80218
Methyl-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Toluene 47 34 50 ug/Kg 03/30/07  5035/5030B  SW846 8021B
Xylene, m +p 100 67 50 ug/Kg 03/30/07  5035/5030B SW846 8021B
Xylene, o < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Surrogate LCcL ucL
a,a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B  SW846 8021B
PAH/PNA ’ Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AniDate Prep Method AnlMethod
1-Methyinaphthalene < AN 31 1 ug/Kg 03/30/07 SW84635456 8270C-SIM
2-Methyinaphthatene < 31 31 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
Acenaphthene < 31 31 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Acenaphthylene < 3 31 1 ug/Kg 03/30/07 SWB463545 8270C-SIM
Anthracene 33 31 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Benzo(a)anthracene 57 31 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(a)pyrene 51 31 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(b)fluoranthene 42 31 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(ghi)perylene < 31 31 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Benzo(k)fluoranthene 49 3 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Chrysene 59 31 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Dibenz(a,h)anthracene < 31 31 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluoranthene 150 31 1 ug/Kg 03/30/07 SW846 3545 8270C-SiM
Fluorene < 3 31 1 ug/Kg 03/30/07 SWB46 3545 8270C-SiM
indeno(1,2,3-cd)pyrene < 31 31 1 ug/Kg 03/30/07 SW848 3545  8270C-SIM
Naphthalene < 31 31 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Phenanthrene 98 3 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Pyrene 110 3 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Surrogate LCL ucL
Nitrobenzene-d5 58 10 141 1 % 03/30/07 SWB846 3545 8270C-SiM
2-Fluorobiphenyl 58 10 161 1 % 03/30/07 SW846 3545 8270C-SIM
Terphenyl-d14 55 29 150 1 % 03/30/07 SWB846 3545  8270C-SIM

All soil results are reporied on a dry weight basis unless otherwise noted. Page 2



Pace Analytical
Services, Inc.

Client: BARR ENGINEERING
Project Name : SUPERIOR TERMINAL LINE 6A

Project Number: 49/16-122
FieldID: S-2(4)

1241 Bellevue Street
Green Bay, W| 54302
920-469-2436

Matrix Type: SOIL
Collection Date : 03/28/07
Report Date : 04/02/07
Lab Sample Number; 882081-002

Analytical Report Number: 882081

INORGANICS

Test Result EQL Dilution Units Code AniDate PrepMethod Anl Method
Percent Solids 71.4 — 1 % 04/02/07  SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Analyte Result EQL Ditution  Units Code AntDate Prep Method AnlMethod
DRO Ext. Range C10 - C40 < 43 43 1 mg/kg 04/01/07 WIMODDRO Wi MODDRO
PVOC Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AnlDate Prep Method AnlMethod
1,2.4-Trimethylbenzene < 35 35 50 ug/Kg 03/30/07 5035/5030B  SW846 80218
1,3,5-Trimethylbenzene < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 §021B
Benzene < 35 35 50 ug/Kg 03/30/07  5035/5030B SWa46 8021B
Ethybenzene < 35 35 50 ug/Kg 03/30/07  5035/50308B  SW846 8021B
Methyl-tert-butyl-ether < 35 35 50 ug/Kg 03/30/07 5035/5030B SW846 8021B
Toluene < 35 35 50 ug/Kg 03/30/07 5035/5030B  SW846 8021B
Xylene, m +p < 70 70 50 ug/Kg 03/30/07  5035/5030B  SWB846 80218
Xylene, o < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Surrogate LCL UcL

a,a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B  SW846 80218
PAH/PNA Prep Date: 03/30/07

Analyte Resuit EQL, Dilution Units Code AniDate PrepMethod AniMethod
1-Methyinaphthalene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
2-Methylnaphthalene < 35 35 1 ugiKg 03/30/07 SWB46 3545 8270C-SIM
Acenaphthene < 35 35 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Acenaphthylene < 35 35 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Anthracene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(a)anthracene < 35 35 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Benzo(a)pyrene < 35 35 1 ug/Kg 03/30/07 SW846 3545 B8270C-SIM
Benzo(b)fluoranthene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(ghi)perylene < 35 35 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(k)flucranthene < 35 35 1 ug/Kg 03/30/07 SWBA46 3545 8270C-SIM
Chrysene < 35 35 1 ugKg 03/30/07 SWB46 3545 8270C-SIM
Dibenz(a,h)anthracene < 35 35 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Fluoranthene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluorene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrens < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SiM
Naphthalene < 35 35 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Phenanthrene < 35 35 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Pyrene < 35 35 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Surrogate LtCL UCL

Nitrobenzene-d5 38 10 141 % 03/30/07 SW846 3545  8270C-Sim
2-Fluorobiphenyl 36 10 161 1 % 03/30/07 SW846 3545 8270C-SIM
Terphenyl-d14 34 29 150 1 % 03/30/07 SVV846 3545 8270C-SIM

All soll results are reported on a dry weight basis unless otherwise noted.
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Pace Analytical Analytical Report Number: 882081 Soaan SV B30z

Services, Inc. 920-469-2436
Client: BARR ENGINEERING Matrix Type : SOIL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date ; 03/28/07
Project Number: 49/16-122 Report Date : 04/02/07
FieldID: S-3 (4') Lab Sample Number: 882081-003
INORGANICS
Test Resuit EQL Dilution Units Code AniDate PrepMethod AnlMethod
Percent Solids 76.2 - 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07
Analyte Resuit EQL Dilution Units Code AnliDate Prep Method Anl Method
DRO Ext. Range C10 - C40 33 3.8 1 mg/kg 04/01/07 WIMODDRO WIMOD DRO
PVOC Prep Date: 03/30/07
Analyte Resuit EQL Difution Units Code AnlDate Prep Method AnlMethod
1.2,4-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SWs46 80218
1.3,5-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 8021B
Benzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SwW846 80218
Ethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
Methyl-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Toluene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylens, m +p < 68 68 50 ug/Kg 03/30/07  5035/50308B SW846 80218
Xylene, o < 3 34 50 ug/Kg 03/30/07  5035/50308 SWa46 8021B
Surrogate LcL ucL
a.a,a-Trifluorotoluens 102 80 119 1 % . 03/30/07 5035/5030B  SW846 8021B
PAHIPNA Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AniDate Prep Method AniMethod
1-Methyinaphthalene < 33 33 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
2-Methylnaphthalene < 33 33 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Acenaphthene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Acenaphthylene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Anthracene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SiM
Benzo(a)anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Benzo(a)pyrene < 33 33 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Benzo(b)fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo{ghl)perylene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SiM
Benzo(k)fluoranthene < 33 33 1 ug/iKg 03/30/07 SW846 3545 8270C-SIM
Chrysene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Dibenz(a,h)anthracene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Fluoranthene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluorene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Naphthalene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Phenanthrene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SiM
Pyrene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Surrogate LcL ucL
Nitrobenzene-d5 50 10 141 1 % 03/30/07 SW846 3545 8270C-SIM
2-Fluorobiphenyl 49 10 161 1 % 03/30/07 SWWB46 3545  8270C-SIM

Terphenyl-d14 48 29 150 1 % 03/30/07 SW8463545  8270C-SIM

All soil results are reported on a dry weight basis unless otherwise noted. Page 4



Pace Analytical
Services, Inc.

Client : BARR ENGINEERING
Project Name : SUPERIOR TERMINAL LINE 6A

Project Number: 49/16-122
FieldID: S-4 (&)

1241 Bellevue Street
Green Bay, Wi 54302
920-469-2436

Analytical Report Number: 882081

Matrix Type : SOIL
Collection Date : 03/28/07
Report Date : 04/02/07
L.ab Sample Number : 882081-004

INORGANICS

Test Result EQL Ditution Units Code AniDate Prep Method AnlMethod
Percent Solids 76.6 — 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AniDate Prep Method AniMethod
DRO Ext. Range C10 - C40 < 46 46 1 mg/kg 04/01/07 WIMODDRO WIMODDRO
PVOC Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AniDate PrepMethod AnlMethod
1,2,4-Trimethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/50308 SW846 80218
1.3.5-Trimethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
Benzene : < 33 33 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Ethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/5030B  SW846 80218
Methyl-tert-butyt-ether < 33 33 50 ug/Kg 03/30/07  5035/50308 SWe46 80218
Toluene < 33 33 50 ug/Kg 03/30/07  5035/5030B SWe46 8021B
Xylene, m +p < 65 65 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, o < 33 a3 50 ug/Kg 03/30/07  5035/50308 SWa46 80218
Surrogate LCL ucL

a,a,a-Trifluorotoluene 103 80 119 1 % 03/30/07 5035/50308 SW846 80218
PAH/IPNA Prep Date: 03/30/07

Analyte Result EQL Ditution Units Code AnlDate PrepMethod AnlMethod
1-Methyinaphthalene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
2-Methyinaphthalene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SiM
Acenaphthene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Acenaphthylene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 B270C-SIM
Anthracene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Benzo(a)anthracene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Benzo(a)pyrene < 33 33 i ug/Kg 03/30/07 SW846 3545 B8270C-SIM
Benzo(b)fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(ghi)perylene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SiM
Benzo(k)fluoranthene < 33 33 1 ugfKg 03/30/07 SW846 3545 8270C-SIM
Chrysene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Dibenz(a.h)anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SiM
Fluorene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Naphthalene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Phenanthrene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SiM
Pyrene < 33 33 1 ugfKg 03/30/07 SW846 3545 8270C-SIM
Surrogate LCL ucL

Nitrobenzene-d5 46 10 141 1 % 03/30/07 SWB846 3545  B270C-SIM
2-Fluorobiphenyt 39 10 161 1 % 03/30/07 SW846 3545 8270C-SIM
Terphenyl-di4 46 29 150 1 % 03/30/07 SWB846 3545 8270C-SIM

All soil results are reported on a dry weight basis unless otherwise noted. Page §



Pace Analytical Analytical Report Number: 882081 R bia

Services, Inc. 920-469-2436
Ctlient: BARR ENGINEERING Matrix Type: SOIL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date ; 03/28/07
Project Number : 49/16-122 Report Date : 04/02/07
FieldID: S-5(5) Lab Sample Number : 882081-005
INORGANICS
Test Result EQL Dilution Units Code AniDate Prep Method Anl Method
Percent Solids 75.8 - 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07
Analyte Result EQL Ditution Units Code AnlDate Prep Method Anl Method
DRO Ext. Range C10 - C40 58 46 1 mglkg 04/01/07 WIMODDRO WIMODDRO
PVOC Prep Date: 03/30/07 )
Analyte Result EQL Dilution Units Code AnlDate Prep Method AniMethod -
1,2,4-Trimethylbenzene < 35 35 50 ug/Kg 03/30/07  5035/50308B SW846 80218
1.3,5-Trimethytbenzene < 35 35 50 _ ugl/Kg 03/30/07  5035/50308B SW846 8021B
Benzene < 35 - 35 50 ug/Kg 03/30/07  5035/5030B SW846 8021B
Ethylbenzene < 35 35 50 ug/Kg 03/30/07  5035/5030B Swa846 8021B
Methyk-tert-butyl-ether < 35 35 50 ug/Kg 03/30/07 5035/5030B  SW846 80218
Toluene < 35 35 50 ug/Kg 03/30/07  5035/50308B SW846 80218
Xylene, m +p < 69 69 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
Xylene, o < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 8021B
Surrogate LcL UcL
a.a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B SW846 80218
PAH/PNA Prep Date: 03/30/07
Analyte Result EQL Dilution - Units Code AniDate Prep Method Ani Method
1-Methylnaphthalene < 33 33 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
2-Methyinaphthalene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Acenaphthene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Acenaphthylene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Benzo(a)anthracene 48 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Benzo(a)pyrene 46 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Benzo(b)fluoranthene 42 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Benzo(ghi)perylene < 33 33 1 ugfKg 03/30/07 SWB46 3545  8270C-SIM
Benzo(k)fluoranthene 40 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Chrysene 52 33 1 ug/Kg 03/30/07 SWB846 3545 B270C-SIM
Dibenz(a,h)anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluoranthene 130 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Fluorene < 33 33 1 ug/Kg 03/30/07 SWB463545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Naphthalene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Phenanthrene 71 33 1 ug/Kg 03/30/07 SWB463545 8270C-SIM
Pyrene 100 33 1 ug/Kg 03/30/07  SW846 3546 8270C-SIM
Surrogate LCL UCL
Nitrobenzene-d5 3 10 141 1 % 03/30/07 SWB846 3545 8270C-SIM
2-Flucrobiphenyt 28 10 161 1 % 03/30/07 SW846 3545  8270C-SIM
Terphenyl-d14 32 29 150 1 % ' 03/30/07 SWB846 3545 8270C-SiM

All soil results are reported on a dry weight basis unless otherwise noted. Page 6



1241 Bellevue Street

Pace Analytical Green Bay, W1 54302

Analytical Report Number: 882081
Services, Inc.

920-469-2436
Client: BARR ENGINEERING Matrix Type : SOIL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date : 03/28/07
Project Number: 49/16-122 Report Date : 04/02/07

Field ID: S-6 (5)

tah Sample Number: 882081-006

INORGANICS

Test Result EQL Dilution Units Code AniDate Prep Method  Anl Method
Percent Solids 733 - 1 % 04/02/07  SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Anaiyte Result EQL Dilution Units Code AnlDate Prep Method AnlMethod
DRO Ext. Range C10 - C40 < 42 4.2 1 mg/kg 04/01/07 WIMODDRO WIMOD DRO
PVOC Prep Date: 03/30/07

Analyte Result EQL Ditution Units Code AniDate Prep Method AniMethod
1,2,4-Trimethylbenzene < 35 35 50 ugfKg 03/30/07  5035/50308 SW846 80218
1.3,5-Trimethylbenzene < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Benzene < 35 35 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Ethylbenzene < 35 35 50 ug/Kg 03/30/07 5035/5030B SW846 8021B
Methyl-tert-butyl-ether < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Toluene < 35 35 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, m +p < 70 70 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Xylene, o < 35 35 50 ug/Kg 03/30/07  5035/5030B  SW846 8021B
Surrogate LCL ucL

a,a,a-Trifluorotoluens 101 80 119 1 % 03/30/07 5035/5030B  SWB846 8021B
PAH/PNA Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AnlDate Prep Method AnlMethod
1-Methylnaphthalene < 34 34 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
2-Methyinaphthalene - < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Acenaphthene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Acenaphthylene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Anthracene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(a)anthracene < 34 34 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Benzo(a)pyrene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(b)fluoranthene < 34 34 1 ug/Kg 03/30/07 SW848 3545 8270C-SIM
Benzo(ghi)perylene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SiM
Benzo(k)fluoranthene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SiM
Chrysene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Dibenz(a,h)anthracene < 34 34 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
Fluoranthene < 34 34 1 ug/Kg 03/30707 SW846 3545  8270C-SIM
Fluorene < 34 34 1 ug/Kg 03/30/07 SW846 3545  8270C-SiM
Indeno(1,2,3-cd)pyrene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Naphthalens < 34 34 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Phenanthrene < 34 34 1 ug/Kg 03/30/07 SW8463545 8270C.SIM
Pyrene < 34 34 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Surrogate LCL UcL

Nitrobenzene-d5 44 10 41 1 % 03/30/07 SWB846 3545 8270C-SiMm
2-Fluorobiphenyl 44 10 161 1 % 03/30/07 SW846 3545  8270C-SIM
Terphenyl-d14 47 29 150 1 % 03/30/07 SWB8463545 8270C-SIM
All soil results are reported on a dry weight basis unless otherwise noted. Page7



Pace Analytical
Services, Inc.

Client: BARR ENGINEERING
Project Name : SUPERIOR TERMINAL LINE 6A

Project Number: 49/16-122
Field ID: S-7 (4)

1241 Bellevue Street
Green Bay, W1 54302
920-469-2436

Analytical Report Number: 882081

Matrix Type : SOIL
Collection Date : 03/28/07
Report Date : 04/02/07
Lab Sample Number: 882081-007

INORGANICS

Test Resuit EQL Dilution Units Code AnlDate PrepMethod AnlMethod
Percent Solids 74.8 — 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Analyte Resuit EQL Dilution Units Code AnlDate Prep Method An!Method
DRO Ext. Range C10 - C40 < 38 38 1 mg/kg 04/01/07 WIMODDRO WIMOD DRO
PVOC Prep Date: 03/30/07

Analyte Resuit EQL Dilution Units Code AnlDate Prep Method Anl Method
1.2,4-Trimethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/5030B SWs46 8021B
1,3.5-Trimethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/5030B SW846 8021B
Benzene < 33 33 50 ug/Kg 03/30/07  5035/5030B SwWa846 80218
Ethylbenzene < 33 33 50 ug/Kg 03/30/07  5035/50308 SwWa46 8021B
Methyl-tert-butyl-ether < 33 33 50 ug/Kg 03/30/07  5035/50308B SW846 8021B
Toluene < 33 33 50 ug/Kg 03/30/07 5035/5030B  SW846 80218
Xylene,m+p < 67 67 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, o < 33 33 50 ug/Kg 03/30/07  5035/50308 SW8g46 8021B
Surrogate LCL UcL

a,a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/50308 SW846 8021B
PAH/PNA Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AniDate Prep Method AnlMethod
1-Methy!naphthalene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
2-Methylnaphthalene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Acenaphthene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Acenaphthylene < 33 33 1 ugl/Kg 03/30/07 SWB846 3545  8270C-SIM
Anthracene < 33 33 1 ugKg 03/30/07 SWB846 3545 8270C-SIM
Benzo(a)anthracene 38 33 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
Benzo(a)pyrene < 33 33 1 ug/Kg 03/30/07 SW846 3545 B8270C.-SIM
Benzo(b)fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Benzo(ghi)perylene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Benzo(k)fluoranthene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Chrysene 40 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Dibenz(a,h)anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluoranthene 98 33 1 ugKg 03/30/07 SW846 3545 8270C-SIM
Fluorene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Naphthalene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SiM
Phenanthrene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Pyrene 73 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Surrogate LCL ucL

Nitrobenzene-d5 32 10 141 1 % 03/30/07 SWB46 3545 8270C-SiM
2-Fluorobiphenyl 37 10 161 1 % 03/30/07 SW846 3545 8270C-SIM
Terphenyl-di4 41 29 150 1 % 03/30/07 SWB846 3545  8270C-SIM

All soil results are reported on a dry weight basis unless otherwise noted. Page 8



1241 Bellevue Street
Green Bay, W1 64302
920-469-2436

Pace Analytical
Services, Inc.

Client: BARR ENGINEERING
Project Name : SUPERIOR TERMINAL LINE 6A
Project Number: 49/16-122
FieldID: S-8 (4)

Analytical Report Number: 882081

Matrix Type: SOIL
Collection Date ; 03/28/07
Report Date ;: 04/02/07
Lahb Sample Number : 882081-008

INORGANICS

Test Result  EQL Dilution Units Code AnlDate Prep Method  Anf Method
Percent Solids 73.4 - 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Analyte Resuit EQL Dilution Units Code AnlDate PrepMethod AniMethod
DRO Ext. Range C10 - C40 < 52 5.2 1 mglkg 04/01/07 WIMODDRO WIMOD DRO
PVOC Prep Date: 03/30/07

Analyte Resuit EQL Dilution Units Code AniDate PrepMethod AniMethod
1.2,4-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07 5035/5030B  SW846 8021B
1,3,56-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308B SWa846 8021B
Benzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Ethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Methyl-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07  5035/50308B SWa46 80218
Toluene < 34 34 50 ug/Kg 03/30/07  5035/50308B SW846 80218
Xylene,m+p < 69 69 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, o < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Surrogate LCL ucL

a.a.a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B SW846 80218
PAH/PNA Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AniDate PrepMethod AniMethod
1-Methytnaphthalene < 34 34 "1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
2-Methylnaphthalene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Acenaphthene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Acenaphthylene < 34 34 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Anthracene < 34 34 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Benze{a)anthracene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(a)pyrene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(b)fluoranthene < 34 34 1 ug/Kg 03/30/07 SWB8463545  8270C-SiM
Benzo(ghi)perylene < 34 34 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Benzo(k)fluoranthene < 34 34 1 ug/Kg 03/30/07 SW848 3545 8270C-SIM
Chrysene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Dibenz(a,h)anthracene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluoranthene < 34 34 1 ug/Kg 03/30/07 SW846 3546 8270C-SIM
Fluorene < 34 34 1 ug/Kg 03/30/07 SWg463545 8270C-SIM
Indeno{1,2,3-cd)pyrene < 34 34 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Naphthalene < 34 34 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Phenanthrene < 34 34 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Pyrene < 34 34 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Surrogate LCL ucL

Nitrobenzene-d5 40 10 141 1 % 03/30/07 SW846 3545 8270C-SiM
2-Flugrobiphenyl 38 10 161 1 % 03/30/07 SWB846 3545 8270C-SiM
Temphenyld14 37 29 150 1 % 03/30/07 SW846 3545 8270C-SIM

All sail results are reported on a dry welght basis uniess otherwise noted. Page ¢



1241 Bellevue Street

Pace Analytical Green Bay, Wi §4302

Analytical Report Number: 882081
Services, Inc.

920-469-2436
Client : BARR ENGINEERING Matrix Type: SOIL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date : 03/28/07
Project Number: 49/16-122 Report Date : 04/02/07
Fleld ID: B-1(8) Lab Sample Number: 882081-009
INORGANICS
Test Result  EQL Dilution Units Code AniDate PrepMethod  AnlMethod
Percent Solids 76.1 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07
Analyte Resuit EQL Dilution Units Code AniDate Prep Method AniMethod
DRO Ext. Range C10 - C40 19 4.2 1 mg/kg 04/01/07 WIMODDRO W!IMOD DRO
PVOC Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AnlDate PrepMethod AnlMethod
1.2,4-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SWa46 8021B
1,3,5-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SWB46 80218 |
Benzene < 34 34 50 ug/Kg 03/30/07  5035/50308B Sws46 80218
Ethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Methyl-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07  5035/50308B Sweg46 8021B
Toluene < 34 34 50 ug/Kg 03/30/07  5035/5030B SWs4ds 80218
Xylene,m +p < 68 68 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, 0 < 34 34 50 ug/Kg 03/30/07  5035/5030B  SW846 8021B
Surrogate LCL ucL
a,a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/50308 SW846 80218
PAH/PNA Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AnlDate Prep Method AnlMethod
1-Methylnaphthalene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
2-Methylnaphthalene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Acenaphthene < 33 33 1 ug/Kg 03/30/07 SWB463545 8270C-SIM
Acenaphthylene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SiIM
Benzo(a)anthracene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SiM
Benzo(a)pyrene < 33 33 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Benzo(b)fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo{ghi)perylene < 33 33 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Benzo(k)fluoranthene < 33 33 1 ug/Kg 03/30/07 SW8483545 8270C-SIM
Chrysene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Dibenz(a,h)anthracene < 33 33 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Fluoranthene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Fluorene < 33 33 1 ug/Kg 03/30/07 SW8463545 8270C-SIM
Indeno(1.2,3-cd)pyrene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Naphthalene < 33 33 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Phenanthrene < 33 . 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Pyrene < 33 33 1 ug/Kg 03/30/07 SW846 3545  8270C-SiM
Surrogate LCL ucL
Nitrobenzene-d5 40 10 141 1 % 03/30/07 SW846 3545  8270C-SIM
2-Fluorobiphenyl 37 10 161 1 % 03/30/07 SWB8463545 8270C-SiM
Terphenyl-d14 41 29 150 1 % 03/30/07 SWB846 3545 8270C-SIM

All soil results are reported on a dry weight basis unless otherwlise noted.
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1241 Bellevue Street
Green Bay, Wi 54302
920-469-2438

Pace Analytical
Services, Inc.

Client : BARR ENGINEERING
Project Name : SUPERIOR TERMINAL LINE 6A
Project Number: 49/16-122
Field ID : B-2 (8

Analytical Report Number: 882081

Matrix Type : SOIL
Collection Date ; 03/28/07
Report Date : 04/02/07
Lab Sample Number : 882081-010

INORGANICS

Test Result EQL Dilution Units Code AnitDate PrepMethod Anl Method
Percent Solids 733 - 1 % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AnlDate Prep Method Anl Method
DRO Ext. Range C10 - C40 23 56 1 mg/kg 04/01/07 WIMODDRO Wi MOD DRO
PVOC Prep Date: 03/30/07

Analyte Result EQL Dilution Units Code AniDate PrepMethod AnlMethod
1,2,4-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
1,3,5-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Benzene < 34 34 50 ug/Kg 03/30/07 5035/5030B  SW846 8021B
Ethylbenzene < 34 34 50 ug/Kg 03/30/07 5035/5030B  SW846 8021B
Methyl-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07 5035/5030B  SWB846 80218
Toluene < 34 34 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, m +p < 68 68 50 ug/Kg 03/30/07 5035/5030B  SW848 8021B
Xylene, o < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
Surrogate LCL UcCL

a.aa-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B  SWB846 8021B
PAH/PNA Prep Date: 03/30/07

Analyte Result EQL Ditution Units Code AniDate PrepMethod An)Method
1-Methylnaphthalene < 34 34 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
2-Methylnaphthalene < 34 34 1 ug/Kg 03/30/07 SWB846 3545  8270C-SiM
Acenaphthene < 34 34 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Acenaphthylene < 34 34 1 ug/Kg 03/30/07 SW846 3546  8270C-SIM
Anthracene < 34 34 1 ug/Kg 03/30/07 SWB8463545 8270C-SIM
Benzo(a)anthracene < 34 34 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Benzo(a)pyrene < 34 34 1 ug/Kg 03/30/07  SWB846 3545  8270C-SIM
Benzo(b)fluoranthene < 34 34 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Benzo(ghi)perylene < 34 34 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
Benzo(k)fluoranthene < 34 34 1 ug/Kg 03/30/07 SW846 3545  8270C-SIM
Chrysene < 34 34 1 ugfKg 03/30/07 SW8463545 8270C-SIM
Dibenz(a,h)anthracene < 34 34 1 ug/Kg 03/30/07 SW8483545 8270C-SIM
Fiuoranthene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Fluorene < 34 34 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 34 34 1 ug/Kg 03/30/07 SWB463545 8270C-SIM
Naphthalene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Phenanthrene < 34 34 1 ug/Kg 03/30/07 SWB46 3545  8270C-SIM
Pyrene < 34 34 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Surrogate LCL UcL

Nitrobenzene-d5 42 10 141 1 % 03/30/07 SW846 3545  8270C-SIM
2-Fluorobipheny! 37 10 161 1 % 03/30/07 SW846 3545  8270C-SIM
Terphenyl-d14 43 29 150 1 % 03/30/07 SW846 3545 8270C-SIM

All soil results are reported on a dry weight basis unless otherwise noted. Page 11



Pace Analytical Analytical Report Number: 882081 e e a302

Services, Inc. 920-469-2436
Client : BARR ENGINEERING Matrix Type : METHANOL
Project Name : SUPERIOR TERMINAL LINE 6A Collection Date ; 03/28/07
Project Number : 49/16-122 Report Date : 04/02/07
Field D : MEOH TRIP BLANK Lab Sample Number : 882081-011
PVOC Prep Date: 03/30/07
Analyte Resuit EQL Dilution Units Code AniDate PrepMethod AnlMethod
1,2,4-Trimethylbenzene < 25 25 50 ug/L: 03/30/07  5035B/5030B SW846 8021B
1,3,5-Trimethylbenzene < 25 25 50 ug/L 03/30/07 5035B/50308B SW846 8021B
Benzene < 25 25 50 ug/L 03/30/07 5035B/5030B SW846 80218
Ethylbenzene < 25 25 50 ug/l 03/30/07  5035B/5030B SW846 80218
Methyl-tert-butyl-ether < 25 25 50 ug/L. 03/30/07  5035B/5030B SWB846 8021B
Toluene < 25 25 50 ug/L. 03/30/07 5035B/5030B SW846 8021B
Xylene, m +p < 50 50 50 ug/L 03/30/07  5035B/5030B SW846 8021B
Xylene, o < 25 25 50 ug/L 03/30/07  5035B/5030B  SW846 8021B
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Pace Analytical
Services, Inc.
Client: BARR ENGINEERING

Project Name : SUPERIOR TERMINAL LINE 6A
Project Number: 49/16-122

Analytical Report Number: 882081

1241 Bellevue Street
Green Bay, W1 54302
920-469-2436

Matrix Type : SOIL

Collection Date : 03/28/07
Report Date : 04/02/07

Fleld ID: DUP1 Lab Sample Number: 882081-012
INORGANICS
Test Result EQL Dilution Units Code AniDate PrepMethod AnlMethod
Percent Solids 778 -— 1 . % 04/02/07 SM M2540G SM M2540G
DRO Extended Range C10-C40 Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AniDate PrepMethod Anl Method
DRO Ex{. Range C10 - C40 46 43 1 mg/kg 04/01/07 WIMODDRO Wi MOD DRO
PVOC Prep Date: 03/30/07
Analyte Resuit EQL Dilution Units Code AnlDate PrepMethod AntMethod
1,2,4-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 80218
1,3,5-Trimethylbenzene < 34 34 50 ug/Kg 03/30/07  5035/5030B SWa846 8021B
Benzene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
Ethylbenzene < 34 34 50 ug/Kg 03/30/07 5035/5030B = SW846 80218
Methy!-tert-butyl-ether < 34 34 50 ug/Kg 03/30/07  5035/50308 SVW846 80218
Toluene < 34 34 50 ug/Kg 03/30/07  5035/50308 SW846 8021B
Xylene,m+p < 68 68 50 ug/Kg 03/30/07  5035/5030B SW846 80218
Xylene, o < 34 34 50 ug/Kg 03/30/07  5035/50308B SW846 8021B
Surrogate LCL ucL
a,a,a-Trifluorotoluene 102 80 119 1 % 03/30/07 5035/5030B SWa846 80218
PAH/PNA Prep Date: 03/30/07
Analyte Result EQL Dilution Units Code AniDate Prep Method AnlMethod
1-Methyinaphthalene < 32 32 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
2-Methyinaphthalene < 32 32 1 ug/Kg 03/30/07 SWB846 3545  8270C-SIM
Acenaphthene < 32 32 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Acenaphthylene < 32 32 1 ug/Kg 03/30/07 SWB46 3545 8270C-SiM
Anthracene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(a)anthracene < 32 32 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Benzo(a)pyrene < 32 32 1 ug/Kg 03/30/07 SW846'3545 8270C-SIM
Benzo(b)flucranthene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Benzo(ghi)perylene < 32 32 1 ug/Kg 03/30/07 SWB46 3545 8270C-SIM
Benzo(k)fluoranthene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Chrysene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Dibenz(a,h)anthracene < 32 32 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Fluoranthene 53 32 1 ugiKg 03/30/07 SW846 3545  8270C-SIM
Fluorene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SIM
Indeno(1,2,3-cd)pyrene < 32 32 1 ug/Kg 03/30/07 SW846 3545 8270C-SiM
Naphthalene < 32 32 1 ug/Kg 03/30/07 SW846 3545  8270C-SiM
Phenanthrene < 32 32 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Pyrene 40 32 1 ug/Kg 03/30/07 SWB846 3545 8270C-SIM
Surrogate LCL UcL
Nitrobenzene-d5 41 10 141 1 % 03/30/07 SW846 3545 8270C-SIM
2-Fluorobiphenyl 36 10 161 1 % 03/30/07 SW846 3545 8270C-SIM
Terphenyl-d14 41 29 150 1 % 03/30/07 SW846 3545 8270C-SIM

All soil results are reported on a dry weight basis unless otherwise noted.
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Pace Analytical
Services, Inc.

1241 Bellevue Street
Green Bay, Wi 54302

920-469-2436

Fax: 920-469-8627

Lab Number TestGroupiD Fleld 1D Comment

882081-001 - DRO+ER-S S-1(4) Late eluting hump along with diesel range peaks were present in the chromatogram.
882081-003 DRO+ER-S S-3(4) Late eluting hump along with diesel range peaks were present in the chromatogram.
882081-005 DRO+ER-S S-5 (57 Late eluting hump along with diesel range peaks were present in the chromatogram.
882081-007 DRO+ER-S S-7 (4) Late eluting hump along with diesel range peaks were present in the chromatogram.
882081-008 DRO+ER-S 5-8(4) Late eluting hump along with diesel range peaks were present in the chromatogram.
882081-009 DRO+ER-S B-1 (8% Late eluling hump along with diesel range peaks were present in the chromatogram,
882081-010 DRO+ER-S B-2 (8) Late eluting hump along with diesel range peaks were present in the chromatogram,
882081-012 DRO+ER-S DUP 1 Late eluting hump along with diese! range peaks were present in the chromatogram,
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Qualifier Codes
Flag Applies To Explanation

A
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Inorganic

Inorganic
Organic

All
All
Inorganic

Organic
Inorganic

Organic
All

All
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All
Organic
All
Organlic
All
Organic
Organic
Al

Organic

All
All
All
All
Organics
All
All
Inorganic
All
Inorganic
Inorganic
Inorganic
Inorganic

Inorganic
Inorganic
Inorganic

Inorganic
Inorganic

Analyte is detected in the method blank, Methed blank criterla is evaluated to the laboratory method detection limit. Additionatly,
method blank acceptance may be based on project specific criteria or determined from analyte concentrations in the sample and
are evaluated on a sample by sample basis.

The analyte has been detected between the method detection limit and the reporting limit.

Analyte Is present in the method blank. Method blank criteria is evaluated to the laboratory method detection limit, Additionally,
method blank acceptance may be based on project specific criteria or determined from analyte concentrations in the sample and
are evaluated on a sample by sample basis.

Elevated detection limit.
Analyte value from diluted analysis or surrogate result not applicable due to sample ditution.

Estimated concentration due to matrix interferences. During the metals analysis the seriai dilution failed to meet the established
control limits of 0-10%. The sample concentration is greater than 50 times the IDL for analysis done on the ICP or 100 times the
IDL for analysis done on the ICP-MS. The result was flagged with the E qualifier {o indicate that a physical interference was
observed.

Analyte concentration exceeds calibration range.

Due to potential interferences for this analysis by Inductively Coupled Plasma techniques (SW-846 Method 6010), this analyte has
been confirmed by and reported from an alternate method.

Surrogate results cutside control criteria.

The result Is estimated because the concentration Is less than the lowest calibration standard concentration ufilized in the initiat
calibration. The methed detection limit is less than the reporting iimit specified for this project.

Preservation, extraction or analysis performed past hotding time.

This test is consldered a field parameter, and the recommended holding time is 15 minutes from collection. The analysis was
performed in the laboratory beyond the recommended holding time.

Concentration detected equal to or greater than the method detection limit but less than the reporting limit.
Detection limit may be elevated due to the presence of an unrequested analyte.

Elevated detection fimit due to low sample volume,

Sample pH was greater than 2

Spiked sample recovery not within control fimits.

Sample received overweight.

The relative percent difference between the two columns for detected concentrations was greater than 40%.

The analyte has been detected between the limit of detection (LOD) and limit of quantitation (LOQ). The results are qualified due
to the uncertainty of analyte concentrations within this range.

The relative percent difference between quantitation and confirmation columns exceeds internal quality control criteria. Because
the result is unconfirmed, it has been reported as a non-detect with an elevated detection limit.

The analyte was not detected at or above the reporting limit,

Sample received with headspace,

A second allquot of sample was analyzed from a container with headspace.

See Sample Narmrative. . ‘

This compound was separated in the check standard but it did not meet the resolution criteria as set forth in SW846,
Laboratory Contral Spike recovery not within controt limits.

Precision not within controf fimits.

The sample result is greater than four times the spike level: therefore, the percent recovery is not evaluated.
The analyte was not detected at or above the reporting limit.

Dissolved analyte or filtered analyte greater than total analyte; analyses passed QC based on precision criteria.
Dissolved analyte or fikered analyte greater than tolal analyte; analyses faited QC based on precision criteria,
BOD result is estimated due {o the BOD blank exceeding the allowable oxygen depletion.

BOD duplicale precision not within control imits. Due to the 48 hour holding time for this test, it is not practical to reanalyze and
try to correct the deficiency.

BOD result is estimated due to insufficient oxygen depletion. Due to the 48 hour helding time for this test, it is not practical to
reanalyze and {ry to correct the deficiency.

BOD laboratory control sample not within control limits. Due to the 48 hour holding time for this test, it is not practical to reanalyze
and try to correct the deficiency.

BOD result is estimated due to complete oxygen depletion. Due to the 48 hour holding time for this test, it is not practical to
reanalyze and try to correct the deficiency.

Sample was recelved unpreserved. Sample was preserved efther at the time of recelpt or at the time of sample preparation.

Sample was received with insufficient preservation. Acid was added either at the time of receipt or at the time of sample
preparation.
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Pace Analytical
Services, Inc.

Analysis Summary by Laboratory

1241 Bellevue Street
Green Bay, WI 54302
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Test Group Name Sg82gs888833R
DRO Extended Range C10-C40 B B B B B BBUBUEBEB B
PAH/PNA B B B B B B B B8 B B B
PERCENT SOLIDS B B B B B B B B B B B
PVOC G GG GGG G6G GG GG

Code MN Certification

B 055-999-334
G  055-999-334
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1241 Bellevue Street

Pace Analytical
. yt QcC summary Green Bay, WI 54302
Services, Inc. 920-469-2436
Fax: 920-469-8827
Batch: 882081 QCType Client Sample ID Lab Sample [D
Lab Section: BNASIM MB 2034-96MB 2034-96MB
QC Batch Number: 19366 Les 2034-961.CS 2034-96LCS
M 2001-002
Prep Method: SW846 3545 S 882001-002MS 882001-002MS
) MSD 882001-002MSD 882001-002MSD
Analytical Method: 8270C-SIM
Client Sample ID Lab SampleiD MBID Client Sample ID LabSample!D MBID
S1(4) §82081-001 MB s2(4) 882081-002 MB
$-3(4) 882081-003 MB S-4 (4} 882081-004 MB
$-5(5) 882081-005 B S-8 (6) 882081-006 MB
S7(4) 882081-007 M8 S8 (4) 882084-008 MB
B-1(8) 882081-009 M8 B-2(8) 852081-010 M8
DUR 1 _,832081-012 MB .
i H !
Method ! oS LCSACSD ! i NS/ MS/MSD
| Control Limits H Control Limits
: Bank | LCS LCSD LESD | T Parent | Parent | MS © MsD MSD "
iTest Name Resuit : Spiked ! LCS Recovery 1 Spiked § LCSD Recovery | RPD | LCL UCL RPD . Sample Result |Spiked{ MS Recovery {Spiked! MSDRecovery { RPD | LCL UCL RP
Conc : Conc jConc % Cf Conc [ Conc % C{% C! % % % | Number Conc | Conc | Conc % ConciConc % Cy % C| % % %
1-Methylnaphthalans fef 25 15000 ! 389 | 72 - —_— i - - 55 | 136 | 21 |682001-0021 | 9994 | 5840 | 6259 | 90 5840 | 6204 | 89 09 | | 38 16| %
2-Methyinaphthalana <t 25 5000 | 317 | 72 ~ T = - 55 | 134 1 32 | 8820010021 | 1202 | 5840 | 6431 90 5840 | 6243 . 86 30 29 | 140 | 2
Acenaphthene < 25 | 5000 | 3508 70 - - - - 47 § 143 1 20 ]e82001.002) } 8771 | 5840 | 4035 68 5640 | 3516 ; 59 138 4 1131w
‘Acenaphthylens <l 5000 | 3523 | 170 - - - - 5 | 134 | 20 1882001002} ; 379 | S840 [ 3839 | 65 | ¢ 5840 | 3376 ; 57 128 45 18] 0
{Anthracane <] 5 5000 | 3661 | 73 - - - - 45 | 147 | 23 :862001-002{ | 4600 | 5840 | 4057 | 69 5840 | 3497 | 59 148 27 [ 152 &1
Benzo{a)anthracene <j B 5000 | 3415 | 68 - - 1 = - S0 [ 140 | 20 -es2001-0021<} 62 | 5840 [ 3706 | 63 5840 : 3184 | 55 15.2 36 | 139 | 46
Benzo{z)pyrene <l 725 i 5000 } 46 ] 69 - - - - 61 [ 141 20 ;82001-002.<: 34 | 5840 | 3833 | 66 5840 | 32491 56 16.5 % |47 | 28
Benzo{b}fiuoranthens i<i 25 . 5000 | 21 68 - - = - 5 | 1411 20 |832001002;<| 33 | 5840 | 387 | & 5840 | 3406 ¢ 58 132 34 | 152 &2
‘Benzo{ghijperylene <7 25 | 5000 | 2048 | 59 - - - 42 | 142 | 20 1882001.002]<! 42 | 5840 | 2638 | 45 5340 | 2153 | 37 1 | 203 10 | 142 | 26
iBenzo(kfluoranthene <! 5 5000 § 3718 | ™ - - - - 53 | 155 | 20 |882001-002)<] 36 | 5840 | 4246 | 73 5840 } 3446 53 : ; 208 25 | 1591 27
{Chrysene <] 5000 | 3401 | 68 — R - 5 | 135 | 20 ssao010m2i<i 51 | 5840 | 3682 63 5840 @ 316 | 54 153 35 1139 ] 35
‘Dibenz{a,hanthracene <] = 5000 | 3116 | &2 — - = - 54 | 148 | 20 1882001.002i<: 32 | 5840 | 3007 | S 5840 | 2494 | 43 187 % | 41| 2%
Fluoranihene <i 5 5000 @ 3815 { 76 — - i - - 54 | 138 | 20 |882001-002i<: 34 | 5840 | 3981 | 68 5840 | 334 | 57 115 18 [ 168 | 43
{Fluorens <] 5000 | 3567 | 71 - - 1 = - 48 1139 | 21 Jesa001002| | 1232 | 5840 | 4047} 67 5840 | 3543 | 59 : : 133 a4 1131] 2%
indenoft,2.3cdjoyrene  [<i 25 5000 | 38 | 62 - - T~ - 43 | 147 | 2t {882001002]<! 25 | 5840 | 2927 | s0 5840 | 2387 | 4t 203 7] 45| 2
{Naphthalena <] 2% 5000 | 3439 | & - - - - 48 1131 | 27 (882000002; | 1062 | 5840 | 3911 €5 5840 | 3526 | 60 2.4 0 {1311 28
{Phenanthrene < 2 5000 | 3626 | 73 - R - 52 | 134 | 20 ;882001002; { 53.06 | 5840 | 4916 [ 75 5840 | 44037 66 110 2 ] 51 %
iPyreng <] 5000 | 3362 | 67 — - 1~ - 49 | 144 | 20 16820010025 | 3877 | 5840 | 351 | 59 5840 | 3002 | st 156 10 | 2206] 4
INitrebenzene-d5 70% - - 63 - - ] - - 10 ] 41 -~ | 882001002 0% | — P ) - —- | B - 10 | 141 -
2-Fluorobiphenyl 69% — - | e - - | =~ 1= T w7iw} — [se200r002] | 57% | — | ~ | % - -1 4% - 10| 161] —

Conc = ug/Kg unless otherwise noted
C = QC Code, see Qualifer Sheet
Parent Result is reported down to MDL in order to allow Validation of this worksheet
The %R and RPD resuits are calculated from raw data values with more significant figures than are reported on this form.

Report Date: 4/2/2007

QC Batch Number: 19366
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1241 Bellevue Street

ce Analytical
Pace Analytica QC Summary Green Bay, Wi 54302
Services, Inc. 920-469-2436
Fax: 820-469-8827
3 ! ¥ ! T
: : LcsLesD i ! ; MSMSD
: Method LLCSHL Gontrot Limits ! i i Control Limits
: Blank LCS LCSD 1 LCSD Parent | Parent i MS MSD ! MSD
Test Name Result | Spiked ;| LCS Recovery | Spiked | LCSD Recovery} RPD | LCL UCL RPD| Sample . Result |Spiked| MS Recovery |Spikedi MSD Recoveryf RPD {LCL UCL RPD
Conc | Conc [ Conc % CjConc {Conc % Ci% Cl % % % | Number Conc | Conc {Cone % C| Conc Conc % Ci % Ct % % %
Terphenyl-d14 | 1 &% - - | % - — o= 110281150 | — |eg00t002f | 5% | ~ - | 5 - —~ 14 i~ [’ s ] ~
Conc = ug/Kg unless otherwise noted Report Date; 4/2/2007
C = QC Code, see Qualifer Sheet QC Batch Number: 19366

Parent Result is reported down to MDL in order to allow Valldation of this worksheet
The %R and RPD results are calculated from raw data values with more significant figures than are reported on this form. Page 18




1241 Bellevue Street

Pace Analytical
. y QC Summary Green Bay, W] 54302
Services, Inc. 920-469-2436
Fax: 920-469-8827

Batch: 882081 QC Type Client Sample 1D Lab Sample ID

Lab Section: DIESEL MB $D2122-059MB $D2122-059MB

QC Batch Number: 19360 LCs SD2122-053MBLCS SD2122-059MBLCS

Prep Method: WI MOD DRO LCSD $02122-055MBLCSD $D2122-059MBLCSD

Analytical Method: WI MOD DRO

Client Sample ID Lab Sample ID Client Sample ID Lab Sample 1D

S (4) 882081-001 s2(4) 882081-002

S3(4) 882081-003 S-4 (4) 882081-004

55 (5) 882081-005 $-6(6) 882081-008

$7(8) 882081-007 5-8(4) 882081-008

B-1(8) £82081-009 8-2(8) 882081-010

DUP 1 _  882081-012 _— -
| i : i LCSICSD ; MS/MSD ]
| Method 5 i Control Limits MS/{ Control Limits |
'} Blank LcS ! 'LCSD e Parent MS MSD m e et

Test Name ! Result Spiked ; LCS Recovery RPD { LCL UCL RPD Result | Spiked ; MSDRecovery | RPD | LCL UCL RPD |
‘ Conc | Conc % Ct % % % Conc | Conc % Cl % C| % % %

DRO Ext. Range C10-C40 | < | 80 | 70 | & | 070102 -] - - -l -]

Conc = mg/kg unless otherwise noted

C = QC Code, see Qualifer Sheet

Parent Result is reported down to MDL in order to allow Validation of this worksheet
The %R and RPD resulls are calculated from raw data values with more significant figures than are reported on this form.

Report Date: 4/2/2007

QC Batch Number: 19360
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Pace Analytical
Services, Inc.

QC Summary

1241 Bellevue Strest
Green Bay, Wi 54302
920-469-2436

Fax: 920-469-8827

Batch: 882081 QCType Client Sample ID Lab Sample 1D
Lab Section: GAS MB GG2129-63MB 6G2129-63M8
QC Batch Number: 19367 Les GG2129-63MBLCS GG2129-63MBLCS
Prep Method: 5035/50308 LCSD GG2129-63MBLCSD GG2129-63MBLCSD
Analytical Method: SW846 8021B
Client Sample ID Lab SampleiD MBID Client Sample ID Lab SampleiD MBID
$-1(4) 882081-001 MB $-2 (4} 882081-002 MB
$3(4) 882081-003 MB S-4 (4 882081-004 MB
5-5(5) 882081-005 MB $-6(8) 882081-006 mB
$-7 (49 882081-007 vB S-8(4) £82081-008 M8
B-1(8) 882081-009 MB B2 (8) 882081-010 MB
MEGCH TRIP BLANK 882081-011 MB DUP 1 §82081-012 MB )
: { i i !
| Metod ' iLCS/ LCSALCSD sy msmsp |
i Mel { ontrol Limits Control Limits
i Blank LCS LCcsD 1LCSD c Limi Parent | Parent { MS MSD MSD ks
Test Name { Result Spiked ; LCS Recovery | Spiked | LCSD Recovery i RPD { LCL UCL RPD| Sample | Result :Spiked; MS Recovery ! Spiked] MSD Recovery | RPD | LCL UCL RPD
] Conc { Conc {Conc % C| Conc |Conc % Ci% Ci % % % | Number Conc | Conc {Conc % CiConciConc % C| % C{ % % %
124 Trimethylbanzene  §<! 25 | 10000 | 10134 | 101 10000 | 9464 | 95 | [68] ! 8 |12 @ - -1 -] -1i-= - i e - -1 =i -
135Trimethylbenzere  :<{ 25 10000 1 10083 | 101 10000 | 9428 | 94 ! [681 [ 85 | 1231 X0 - - - - - - -] - - - =
Benzene T<i 25 | 10000 |10287 | 103 | | 10000 | 9674 | 97 | |6d 85 | 115 20 - - - == JOI S - N S B
Ethylbenzene Tei T2 | 10000 ; 10387 | 104 10000 { 9709 ; o7 ! 167] | & | 18| 2 - - - -]~ - = - - - - -
Melhyk-tert-butyl-ether <i % 1000 ! 9765 | 98 1000 {9197 T 92 : i60{ | 8 Y6 [ 20 - S S - - - gy ey el
Tluens <] 257 10000 | 10307 | 103 10000 | 9648 : 9 ; 661 | & | 117 | 20 - -1 = | =1 - | = - IR S
. - - ———
Xylene, m+p f<i 50 20000 | 20775 { 104 20000 | 19421 ¢ 97 67 8 | 119 ] 20 - - - - - P M - A P Qe
Xylens, o <" 10000 1 10116 | 101 10000 | 9452 | 95 68! | 85 | 119 ] 20 - - - | - | - R R R - — - =
[aaaTrfluorotoluene T | - — | 101 - — (W0t -] 8019~ - U - =-T= - | =1 = - - = =
Conc= ug/Kg unless otherwise noted Report Date; 4/2/2007
Cc=QC CQde, see Qualifer Sheet QC Batch Number: 19367
Parent Result is reported down to MDL in order to allow Validation of this worksheset
The %R and RPD results are calculated from raw data values with more significant figures than are reported on this form. Page 20



Sample Condition Upon Receipt
coAmalyicl  Glient Name: TRaRR. ' Project# RBZ20% |

LKA
Courier: [] Fed Ex [J uPs [Jusps [ Client ECommeraat [J Pace Other

Tracking#:_3871439

Custody Seal on Cooler/Box Present: [ Jyes g no  Sealsintact: D yes [1no

Packing Materlal: [ ] Bubble Wrap [gBubb!e Bags [ None [ Other

Thermometer Used __E_p*_____ Type of lce'@ Blue None E Samples on ice, cooling process has begun
Cooler Temperature ROT Biological Tissue is Frozen: Yes No Di?ﬂ::;?‘%"%“é:tgﬁ" exﬂ@ "9
Temp should be above freezing to 6°C Comments: L RSB0 OF
Chain of Custody Preisent: WAves OINo  CIA 4. <
Chain of Custody Filled Out. [‘;ﬁes One Onaj2,
Chain of Custody Relinquished: {ffres Cino ONA 3.
Sampler Name & Signature on COC: Dves O Dinala,
Samples Arrived within Hold Time: . Kves ONo CONAJS.
Short Hold Time Analysis (<72hr): iIJYes l?ko Onals,
Rush Turn Around Time Requested: Hres Ono Onafr, Y % Hou &_.TRh1T
Sufficient Volume: Sives ONo [IN/A{S.
Correct Containers Used: mes One OwAfO.
-Pace Containers Used: ﬁ%s One OONna
Containers Infact: tﬁes ONo  EINA 10,
Filtered volume received for Dissolved tests Oves CINo Q@A 11.

Sample Labels match COC: § One Chwal12.
-Includes date/time/ID/Analysis Matrix;
All containers needing preservation have been checked. Oives TNo WA 13,

All containers needing preservation are found to be in
compliance with EPA recommendation. DOves 0o D«VA

Inftial when Lot # of added ™ A
exceptions: VOA, colform, TOC, 0&G, WI-DRO (water) Oves ONo  feompleted preservative
Samples checked for dechlorination: Oves Ono A [14. -
Headspace in VOA Vials ( >6mm): Dves ONo Dﬁ’lA 15.

Trip Blank Present: [Res ONo Cnva 16,
Trip Blank Custody Seals Present [ves ?No Ona
Pace Trip Blank Lot # (if purchased):
Client Notification/ Resolution: Field Data Required? Y ! N
Person Contacted: DatefTime:
Comments/ Resolution:
Project Manager Review: L 6 a IZ,/ oY B Date:

Note: Whenever there is a discrepancy affecting North Carolina compliance samples, a copy of this form will be sent to the North Carolina DEHNR
Certification Office (1.e out of hold, incorrect presetvative, out of temp, incorrect containers)

F-ALLCOO3rev.3, 11September2006
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| Superior terminal Line 6A Page 1 of 1

Sager, John E - DNR

From: Hans Wronka [hwronka@barr.com]
Sent: Wednesday, April 11, 2007 10:56 AM
To: Sager, John E - DNR

Cc: Kristen.Benson@enbridge.com
Subject: Superior terminal Line 6A

Attachments: Superior Terminal Line 6A.pdf

John,

Attached is a site sketch showing detections for analytical results for the recent leak at the Superior Terminal. As
you can see, most of the confirmation samples had few if any detections. The excavation is not readily able to be
extended to the south or east due to constrains of existing infrastructure and the potential risks associated with
undermining them. Kris and | would like to discuss this with you this afternoon if you are available. Would it work
if we called you at2 PM?

Hans Wronka

Barr Engineering Company
332 West Superior Street
Duluth, MN 55803

Direct Line 218-529-8208
Toll Free 1-800-786-5830
Mobile 218-343-6453

<<Superior Terminal LIne 6A.pdf>>

04/11/2007
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Sager, John E - DNR

From: Bauer, Ann E - DNR

Sent: _ Tuesday, March 20, 2007 7:46 AM

To: Sager, John E - DNR

Cc: Bauer, Ann E - DNR; Drew, James M - DHFS Hosch James A - DNR; Richard, Phlllp E-
DNR

Subject: nor03192007_01.doc

Attachments: nor03192007_01.doc

nor03192007_01.d
oc (116 KB)



