Endslex, Erin A - DNR

From: ' DNRRRNR700Reporting@wisconsin.gov

Sent: Tuesday, January 27, 2015 4:32 PM

To: ree@barr.com '

Cc: Endsley, Erin A - DNR

Subject: WDNR NR700 Semi-Annual Report Confirmation

Thank you for submitting your NR700 semi-annual progress report. The DNR Project Manager for this site has been
notified of your report submittal. If final case closure has not been granted for this Activity before the next reporting
period, you will receive a system-generated email reminder and link to report for the next period.

The contents of your report is included below for your records:

Report ID: 150155899343063

BRRTS No.: 02-16-558993

PECFA No: --

Activity Name: ENBRIDGE ENERGY - TANK 5
Address: 2800 E 21ST ST, SUPERIOR
Reporting Period: 7/1/2014 - 12/31/2014

Submitted On: 01/27/2015
Status: Conditionally Closed

Comments:
Site closure pending WDNR Enbridge Superior Terminal facility-wide agreement.

PECFA Eligible? No



Endslex, Erin A - DNR

From: DNRRRNR700Reporting@wisconsin.gov

Sent: Wednesday, August 06, 2014 3:11 PM

To: rerickson@barr.com

Cc: Endsley, Erin A - DNR

Subject: WDNR NR700 Semi-Annual Report Confirmation

Thank you for submitting your NR700 semi-annual progress report. The DNR Project Manager for this site has been
notified of your report submittal. If final case closure has not been granted for this Activity before the next reporting
period, you will receive a system-generated email reminder and link to report for the next period.

The contents of your report is included below for your records:

Report ID: 140755899341215
BRRTS No.: 02-16-558993
PECFA No: --
Activity Name: ENBRIDGE ENERGY - TANK 5
Address: 2800 E 21ST ST, SUPERIOR
- Reporting Period: 1/1/2014 - 6/30/2014

Submitted On: 08/06/2014

Status: Conditionally Closed

Comments:

The Tank 5 site is awaiting WDNR approval of the pending Enbridge Superior Terminal facility-wide Site Investigation and

Response Action Plan. A report has been submitted and no additional response action is planned.

PECFA Eligible? No
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January 22, 2014

Erin Endsley

Wisconsin Department of Natural Resources - Northern Region
Remediation and Redevelopment

1701 N 4th St

Superior, WI 54880

Re:  Tank 5 Historical Crude Oil Impacts
Stairway Platform Excavation Report
Enbridge Energy Superior Terminal
Superior, Wisconsin

Dear Ms. Endsley:

Please find attached report regarding the clean-up of historical crude oil impacts discovered
during the Tank 5 stairway platform footings excavation. Based on the findings presented in this
report, we are requesting no further action in regards to this historical release.

Please contact me if you have any questions or comments regarding this project.

Sincerely,
Enbridge Energy

P [ g

Karl F. Beaster, P.G.
Environmental Analyst

Enclosure

cc: Ryan Erickson, Barr Engineering
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(BRRO1-P . Wisconsin DNR Bureau of Remediation and Redevelopment Tracking System Activity Detail Report

02-16-558993 ENBRIDGE ENERGY - TANK 5

Location Name: ENBRIDGE ENERGY CO Activity Start Date: 2012-05-31 Activity End Date:
Address: 2800 E 21ST ST Activity Type: ERP '

Muni: SUPERIOR Zip: 54880 File Location:

Region: NO Region of Management: NO DSPS No:

County: Douglas DATCP Case No: DATCP Spill No:

FID: 816010580 EPA Cerclis ID: Acres: ] Right-of-way ] Acres > 100
Activity Address:

PLSS: NE 1/4 of the NE 1/4 of Sec 36, T49N, R14W Latitude: 0 Longitude: 0

Location LQG PER HW GENERATOR CHANGES FOR 2011; VSQG FOR 2010 PER EXEMPTION FORM AND MANIFEST CHECK 03/15/2011 MKP; VSQG
Comment: FOR 2009 ONLY PER EXEMPTION FORM & MANIFEST CHECK - SLB; ENBRIDGE ENERGY CO CHANGE PER 2005 REPORT10/04/2006,MKP,
ENBRIDGE ENERGY LTD PARTNERSHIP/LAKEHEAD CHANGED PER 2001 HW ANNUAL REPORTFKA: LAKEHEAD PIPELINE CO LP; SQG PER

E-MAIL REQUEST, ANNUAL REPORT 1998 & SAL 3/5/99/LQG/STATUS CH FORM 9/20/94

Activity
Comment:

[] Transferred to DSPS [ ] Transferred to DATCP ] Transferred to WMM [ | Tracked by DSPS [ | Created by DSPS
[_] PECFA Eiigible [ _] PECFA 80K [ ] PECFA 80K Failure [ ] Above Ground Storage Tank [_] Co-Contamination

[ vPLE at Location [_] VPLE Inactive [ ] General Property at Location [ | Drycleaner [ _] Superfund [ | Superfund NPL
[] status Unclear (Mask BOTW) Geo-Located [ | On GIS Registry

[ Other Activities at this Location —_“\

Activity Detail No Type Activity Detail Name StartDate  End Date
01-16-561125 ENBRIDGE ENERGY - TANK 11
01-16-561126 ENBRIDGE ENERGY - TANK 21 RING RD
04-16-042495 SPILL ENBRIDGE ENERGY - PUMP STATION 1988-01-11  1988-01-12
02-16-178165 ERP LAKEHEAD PIPELINE - TANK 21 CRUDE OIL 1997-08-13  1998-03-16
02-16-176579 ERP LAKEHEAD PIPELINE CO L P 1997-11-18  2003-10-23
02-16-183249 ERP LAKEHEAD PIPELINE - MANIFOLD 3 1998-02-02  2004-04-15
04-16-202351 SPILL LAKEHEAD PIPELINE - TANK 22 1998-08-28  1999-05-12
04-16-220589 SPILL LAKEHEAD PIPELINE - TANK 11 1999-03-19  1999-05-13
02-16-220009 ERP LAKEHEAD PIPELINE - CRUDE OIL TANK 22 1999-05-12  2003-10-23
02-16-275100 ERP LAKEHEAD PIPELINE - TANK 24 1999-08-30  2004-02-02
04-16-275096 SPILL - LAKEHEAD PIPELINE - TANK 24 1999-08-30  2001-07-18
04-16-232151 SPILL LAKEHEAD PIPELINE - TANK 23 1999-09-20  1999-10-19
04-16-251372 SPILL LAKEHEAD PIPELINE - TANK PAD 12 2000-02-26  2000-03-01
02-16-279246 ERP LAKEHEAD PIPELINE CO L P 2000-07-27  2005-08-16
04-16-256902 SPILL LAKEHEAD PIPELINE CO L P 2000-07-27  2001-08-21
04-16-390497 SPILL LAKEHEAD PIPELINE 2000-09-23  2002-06-10
04-16-427625 SPILL LAKEHEAD PIPELINE 2001-06-23  2001-11-29
02-16-338051 ERP LAKEHEAD PIPELINE - BOOSTER PUMP #56 2002-01-20  2006-07-14
04-16-338044 SPILL LAKEHEAD PIPELINE - BOOSTER PUMP 56 2002-01-20  2003-01-07
04-16-408048 SPILL ENBRIDGE ENERGY - TANK 8 2002-03-07  2002-05-29
04-16-408780 SPILL ENBRIDGE ENERGY 2002-03-07  2002-05-29
04-16-489609 SPILL ENBRIDGE ENERGY - TANK 8 FARM 2002-03-07  2002-05-29
04-16-403150 SPILL ENBRIDGE ENERGY 2002-04-04  2002-11-08
04-16-403142 SPILL ENBRIDGE ENERGY TERMINAL 2002-07-17  2002-11-05
04-16-402258 SPILL ENBRIDGE ENERGY 2002-08-26  2002-09-26
04-16-403133 SPILL ENBRIDGE ENERGY - PIPELINE ENTERING FROM SW 2002-09-12  2002-11-20
04-16-518737 SPILL ENBRIDGE ENERGY - LINE 14 BOOSTER PUMP 2002-11-28  2003-12-18
04-16-454807 SPILL ENBRIDGE ENERGY - NEMADJI RIVER 2003-01-24  2003-10-01
02-16-513788 ERP ENBRIDGE ENERGY - NEMADJI RIVER 2003-01-25  2010-03-24
04-16-522605 SPILL ENBRIDGE ENERGY - MANIFOLD 1 2003-04-08  2004-01-12
04-16-518579 SPILL ENBRIDGE ENERGY TERMINAL 2003-11-10  2003-12-12
04-16-529969 SPILL ENBRIDGE ENERGY - MANIFOLD #1 BLDG 2004-03-10  2004-06-08
04-16-526914 SPILL ENBRIDGE ENERGY - N SIDE OF MANIFOLD 1 2004-03-18  2004-06-01
04-16-526925 SPILL ENBRIDGE ENERGY - PIPE A 2004-04-02  2004-06-01
04-16-527008 SPILL ENBRIDGE ENERGY - DENOSTOMETER BLDG 2004-04-08  2004-06-01

Wednesday, Jan 15, 2014 03:08pm Page 10f 3



BRRO1-P Wisconsin DNR Bureau of Remediation and Redevelopment Tracking System Activity Detail Report

02-16-558993 ENBRIDGE ENERGY - TANK 5

Activity Detail No Type " Activity Detail Name : . Start Date End Date
04-16-527017 SPILL ENBRIDGE ENERGY - SAMPLING BLDG 2004-04-14 2004-06-01
04-16-527028 SPILL ENBRIDGE ENERGY 2004-04-16 2004-06-01
04-16-529990 SPILL ENBRIDGE ENERGY - TANK 13 2004-05-13 2004-07-27
04-16-537774 SPILL ENBRIDGE ENERGY - BOOSTER PUMP 25 2004-06-03 2004-10-18
04-16-544785 SPILL ENBRIDGE ENERGY - CRUDE OIL TERMINAL » 2005-10-03 2006-01-23
04-16~548608 SPILL ENBRIDGE ENERGY - TANK 1 2006-01-01 2006-11-28
04-16-547783 SPILL ENBRIDGE ENERGY 2006-02-09 2006-03-08
04-16-548152 SPILL ENBRIDGE ENERGY - GRAVEL ROAD IN TERMINAL 2006-05-22 2006-05-30
04-16-551607 SPILL ENBRIDGE ENERGY - LINE 6 2007-03-19 2007-08-09
04-16;550837 SPILL ENBRIDGE ENERGY - LINE 1 MANIFOLD BLDG 2007-10-30 2008-01-23
04-16-552902 _ SPILL ENBRIDGE ENERGY TERMINAL 2008-08-25 2008-11-18
04-16-553271 SPILL ENBRIDGE ENERGY - PIG LAUNCHER 2009-02-12 2009-02-13
04-16-553390 SPILL ENBRIDGE ENERGY - TANK FARM 2009-03-22 2009-03-23
04-16-554022 SPILL ENBRIDGE ENERGY -~ LINE 61 PUMP UNIT 2009-04-25 2009-08-18
04-16-554023 SPILL ENBRIDGE ENERGY - TANK FARM 2009-05-21 2009-08-18
02-16-556786 ERP ENBRIDGE ENERGY - TANK 22 7 2009-10-09 2011-09-19
04-16-556812 SPILL ENBRIDGE ENERGY - TANK 22 2009-10-09 2011-09-19
10-16-556810 REMOVED ENBRIDGE ENERGY SPILL 2009-10-09 2011-03-11
04-16-556107 SPILL ENBRIDGE ENERGY 2010-01-06 2010-09-29
04-16-556109 SPILL ENBRIDGE ENERGY - TANK 15 2010-03-12 2010-09-29
04-16-555211 SPILL ENBRIDGE ENERGY - LINE 2 BLDG 2010-04-30 2010-04-30
04-16-556000 SPILL ENBRIDGE ENERGY - CONTAINMENT FACILITY 2010-06-02 2010-09-20
04-16-560095 SPILL ENBRIDGE ENERGY SPILL 2011-04-04 2013-02-15
04-16-558331 SPILL ENBRIDGE ENERGY - TANK 12 2011-08-17 2012-12-03
02-16-558329 ERP ENBRIDGE ENERGY - TANK 12 2011-08-18 2012-12-03
02-16-558649 ERP ENBRIDGE ENERGY - LINE 14 BOOSTER PUMP 2011-09-25 2012-12-27
04-16-558652 SPILL ENBRIDGE ENERGY - LINE 14 BOOSTER PUMP SPILL 2011-09-25 2012-12-27
04-16-560096 SPILL FUTURE ENVIRONMENTAL SPILL 2011-12-02 2013-02-15
04-16-558766 SPILL ENBRIDGE ENERGY - TANK 16 2012-05-24 2012-05-25
10-16-558757 REMOVED ENBRIDGE ENERGY - TANK 16 2012-05-24 l 2012-07-17
02-16-558989 ERP ENBRIDGE ENERGY ~ TANK 23 2012-05-31 2013-11-18
02-16-558990 ERP ENBRIDGE ENERGY - TANK 19 ' 2012-05-31 2012-09-04
02-16-558991 ERP ENBRIDGE ENERGY - LINE 6 2012-05-31
02-16-558992 ERP ENBRIDGE ENERGY - TANK 20 VALVE 2012-05-31 2012-09-04
02-16-558988 ERP ENBRIDGE ENERGY - OFFICE EXCAVATION 2012-06-04 2012-09-04
02-16-558987 ERP ENBRIDGE ENERGY - TANK 9 - 2012-07-02 2012-09-04
10-16-558986 REMOVED ENBRIDGE ENERGY - TANK 16 2012-07-02
02-16-560841 ERP ENBRIDGE ENERGY TERMINAL - LINE 5 PIG TRAP 2013-04-22 2013-09-03
10-16-559678 REMOVED ENBRIDGE ENERGY TERMINAL - DV 566 VALVE 2013-06-04 2013-06-05
02-16-560657 ERP ENBRIDGE ENERGY -SUPERIOR TERM FACILITY WIDE 2013-06-27
02-16-560716 ERP ENBRIDGE ENERGY - TANK 8 2013-07-18
04-16-560863 SPILL ENBRIDGE ENERGY CO SPILL 2013-08-15 2013-08-21

Actions

Action Date  Code Action Name / Comment Audit

2012-05-31 1 Notification Added 12/11/2012 by SHAFEK

2012-12-11 2  RP Letter Sent Added 12/18/2012 by SHAFEK
( Documents [
| Energy Act Details ]
| Impacts |

Free Product Added 12/11/2012 by SHAFEK
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Wisconsin DNR Bureau of Remediation and Redevelopment Tracking System Activity Detail Report

02-16-558993 ENBRIDGE ENERGY - TANK 5

Soil Contamination

Added 12/11/2012 by SHAFEK

r Priority
I Risk ]
High Assigned: 12/11/2012 Added 12/11/2012 by SHAFEK
Substances
Category: Petroleum
Crude Oil Added 12/11/2012 by SHAFEK
Category: VOC
voc Added 12/11/2012 by SHAFEK
Who

Responsible Party is ENBRIDGE ENERGY
Title:
Address: 1320 GRAND AVE

SUPERIOR

Project Manager is ERIN ENDSLEY
Title: HYDROGEOLOGIST
Address: 1701 N 4TH ST

SUPERIOR
Consultant is HANS WRONKA
Title:
Address: 332 W SUPERIOR ST, SUITE 600
BARR ENGINEERING CO
DULUTH
RP Contact/Agent is KARL BEASTER
Title: .
Address: 1320 GRAND AVE
ENBRIDGE ENERGY LLC
SUPERIOR
Associated with:

ENBRIDGE ENERGY
1320 GRAND AVE

SUPERIOR » WI 54880-

WI

WI

MN

Wi

54880

54880 '

55802

54880

Phone: (715) 398-4751
Fax: () -
E-Mail:

Phone: (715) 392-3126

Fax: (715) 392-7993
E-Mail: erin.endsley@wi.gov

Phone: (218) 529-8208
Fax: ( ) -
E-Mail: hwronka@barr.com

Phone: (715) 398-4754
Fax: ( ) -
E-Mail: karl.beaster@enbridge.com

Phone: (715) 398-4751
Fax:( ) -

Wednesday, Jan 15, 2014 03:08pm
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State of Wisconsin

DEPARTMENT OF NATURAL RESOURCES
Superior Service Center

1701 N. 4th Street

Superior WI 54880

Scott Walker, Governor
Cathy Stepp, Secretary
Telephone 608-266-2621

Toll Free 1-888-936-7463 WISCONSIN
TTY Access via relay - 711 DEPT. OF NATURAL RESOURCES

December 11,2012

Karl Beaster
Enbridge Energy
1320 Grand Ave
Superior WI 54880

Subject: Reported Contamination at Enbridge Energy — Tank 5, Superior, WI
WDNR BRRTS Activity # 02-16-558993
WDNR FID # 816010580

Dear Mr. Beaster:

On June 19, 2012, Enbridge Energy notified the Wisconsin Department of Natural Resources
(“WDNR?”) that crude oil had been detected at the site described above.

Based on the information that has been submitted to the WDNR regarding this site, we believe you are
responsible for investigating and restoring the environment at the above-described site under Section
292.11, Wisconsin Statutes, known as the hazardous substances spills law.

This letter describes the legal responsibilities of a person who is responsible under section 292.11, Wis.
Stats., explains what you need to do to investigate and clean up the contamination.

Legal Responsibilities:
Your legal responsibilities are defined both in statute and in administrative codes. The hazardous
substances spill law, Section 292.11 (3) Wisconsin Statutes, states:

e RESPONSIBILITY. A person who possesses or controls a hazardous substance which is
discharged or who causes the discharge of a hazardous substance shall take the actions
necessary to restore the environment to the extent practicable and minimize the harmful
effects from the discharge to the air, lands, or waters of the state.

Wisconsin Administrative Code chapters NR 700 through NR 749 establish requirements for emergency
and interim actions, public information, site investigations, design and operation of remedial action
systems, and case closure. Wisconsin Administrative Code chapter NR 140 establishes groundwater
standards for contaminants that reach groundwater.

Steps to Take:
The longer contamination is left in the environment, the farther it can spread and the more it may cost to

clean up. Quick action may lessen damage to your property and neighboring properties and reduce your

d B i . . PRINTED
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Page 2

costs in investigating and cleaning up the contamination. To ensure that your cleanup complies with
Wisconsin's laws and administrative codes, you should hire a professional environmental consultant who
understands what needs to be done. These are the first steps to take:

1. Within the next 30 days, by January 15, 2013, you should submit written verification (such as a
letter from the consultant) that you have hired an environmental consultant. If you do not take action
within this time frame, the WDNR may initiate enforcement action against you.

2. Within the next 60 days, by February 15, 2013, your consultant should submit a work plan and
schedule for the investigation. The consultant must comply with the requirements in the NR 700
Wis. Adm. Code rule series and should adhere to current WDNR technical guidance documents.

In addition, within 30 days of completion of the site investigation, your consultant should submit a Site
Investigation Report to the WDNR or other agency with administrative authority.

Sites where discharges to the environment have been reported are entered into the Bureau for
Remediation and Redevelopment Tracking System (“BRRTS”), a version of which appears on the
WDNR’s internet site. You may view the information related to your site at any time

(http://dnr.wi.gov/botw/SetUpBasicSearchForm.do) and use the feedback system to alert us to any

errors in the data.

If you want a formal written response from the department on a specific submittal, please be aware that
areview fee is required in accordance with ch. NR 749, Wis. Adm. Code. If a fee is not submitted with
your reports, you should proceed under the advice of your consultant to complete the site investigation
and cleanup to maintain your compliance with the spills law and chapters NR 700 through NR 749. Do
not delay the investigation of your site by waiting for an agency response. We have provided
detailed technical guidance to environmental consultants. Your consultant is expected to know our
technical procedures and administrative rules and should be able to answer your questions on meeting
cleanup requirements.

All correspondence regarding this site should be sent to me at the Superior office. Unless otherwise
requested, please send only one copy of plans and reports. In addition to the paper copy, an electronic
copy may also be submitted. To speed processing, correspondence should reference the BRRTS and FID
numbers (if assigned) shown at the top of this letter. '

Site Investigation and Vapor Pathway Analysis
As you develop the site investigation work plan, we want to remind you to include an assessment of the

vapor intrusion pathway. Chapter NR 716, Wisconsin Administrative Code outlines the requirements for
investigation of contamination in the environment. Specifically, s. NR 716.11(3)(a) requires that the
field investigation determine the “nature, degree and extent, both areal and vertical, of the hazardous
substances or environmental pollution in all affected media”. In addition, section NR 716.11(5) specifies
that the field investigation include an evaluation of the “pathways for migration of the contamination,
including drainage improvements, utility corridors, bedrock and permeable material or soil along which
vapors, free product or contaminated water may flow”.
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You will need to include documentation with the Site Investigation Report that explains how the
assessment was done. If the pathway is being ruled out, then the report needs to provide the appropriate
justification for reaching this conclusion. If the pathway cannot be ruled out, then investigation and, if

. appropriate, remedial action must be taken to address the risk presented prior to submitting the site for
closure. The WDNR has developed guidance to help responsible parties and their consultants comply
with the requirements described above. The guidance includes a detailed explanation of how to assess
the vapor intrusion pathway and provides criteria which identify when an investigation is necessary. The
guidance is available at: http://dnr.wi.gov/files/PDF/pubs/rr/RR800.pdf.

Additional Information for Site Owners:

We encourage you to visit our website at http://dnr.wi.gov/topic/Brownfields/, where you can find
information on selecting a consultant, financial assistance and understanding the cleanup process. You
will also find information there about liability clarification letters, post-cleanup liability and more.

If you have questions, contact me at 715-392-3126 or via email at erin.endsley@wisconsin.gov for more
" information or visit the RR web site at the address above.

Thank you for your cooperation.
~ Sincerely,

Erin Endsley

Hydrogeologist

Remediation & Redevelopment Program

cc:  Hans Wronka, Barr Engineering
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State of Wisconsin Notific O 3 ) e B
Department of Natural Resources JUN 1 8 2012 Tt .p?‘na.,o .“ge)
s DNR - SUPERIOR : 0
Emergency%@cﬂarges 1 Spills should be reported vie () 7(?(-7‘ Aose o — el
Notice: Hazardous substance discharges must be reported immediately ¢ rdous

substance discharges may be reported by telefaxing or e-mailing a completed I\W‘—'A" ael'; ot or “\f tment
office in person. If you choose to notify the Department by telefax or by en 'ssary

information is included. However, use of this form is not mandatory. Under ¢ e, 7‘" /9 i eXC. 14/‘ 5&4% orting

requirements of ch. 292 Wis. Stats., shall be no less than $10 nor more than ! nisa
separate offense. It is not the Department’s intention to use any personally ide a,f‘ 5’ S "3 ( /, >4 ) r than
program administration. However, information submitted on this form may al P / Open

Records Law (ss. 19.31 — 19.39, Wis. Stats.). 7/)0J' iy 7<r‘/bbo W a 5 G

Confirmatory laboratory data should be included with this form, to assist tl b ase
Notification. o‘,'l—w/ T & ﬁ,{ LIE..

Complete this form. TYPE or PRINT LEGIBLY. NOTIFY appropriate DNR re |
potential release from (check one): béa e— ("'-""'{ Mut-g_

[] Underground Petroleum Storage Tank System (additional information may g 7 q/ //p,.

[T] Aboveground Petroleum Storage Tank System

[C] Dry Cleaner Facility
Other - Describe: Enbridge Superior Terminal - Historical Piping Contamination near Tank 5

ATTNDNR: R & R Program Associate Date DNR Notified: 05/31/2012
1. Discharge Reported By
Name Firm Phone No. (include area code)
Karl Beaster Enbridge Energy (715) 398-4754
Mailing Address Email Address
1320 Grand Ave., Superior, WI 54880 karl.beaster@enbridge.com

2. Site Information

Name of site at which discharge occurred. Include local name of site/business, not responsible party name, unless a residence/vacant
property. Enbridge Superior Terminal - Tank 5

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. 2800 East 21st Street, Superior, WI 54880

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

County: Legal Description: M: ;
Douglas SW 1/4 NW 14 sec 36 Tn 49N Range 13 CE GW[X 362845 Y 692514

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.

Enbridge Energy

[ 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://dnr.wi.gov/org/awirr/igu/liability.htm.

Contact Person Phone Number Email Address

Name (if different) Karl Beaster (715) 398-4757 karl.beaster@enbridge.com
Mailing Address City State |ZIP Code

1320 Grand Ave., Superior, WI 54880 Superior WI 54880

Property owner if Different From RP: Business or owner name that is responsible for cleanup. If more than one, list all. Attach additional
pages as necessary.

Contact Person Phone Number Email Address
Name (if different)
Mailing Address City State |ZIP Code

(continued)



State of Wisconsin Notification For Hazardous Substance Discharge

g:rp:lz‘tg:)alnt of Natural Resources . . (N on-Em ergency Only)

Form 4400-225 (05/12) Page 2 of 2

Identlfy hazardous substance d|scharged (check all that apply):

VOC's [[] Diesel , [C] PERC (Dry Cleaners)
[C] PAH's [ Fuel Ol [C] RCRA Hazardous Waste
[C] Gasoline [} Leachate
[ Metals (specify): _____ [ Hydraulic Oil
[] Arsenic [] Jet Fuel [[] Fertilizer
[] Chromium [] Mineral Oil [] Pesticide/Herbicide/Insecticide(s)
E—; EZ:glde [[] Waste Oil [X Other (specify): Crudeoil

Unknown
[ PCB's [[] Petroleum-Unknown Type O]

5. Impactstothe Eni , _
Enter "K" for known/confirmed or "P" for potentlal for aII that apply

——

___ Air Contamination ___ Sanitary Sewer Contamination K Soil Contamination
Co-Contamination (Petroleum & ___ Contamination in Right of Way ___ Storm Sewer Contamination
Non-Petroleum) Fire Explosion Threat Surface Water Contamination

___ Contamination Within 1 Meter of Bedrock K Free Product : Within 100 ft of Private Well

___ Contaminated Private Well P Groundwater Contamination ___ Within 1000 ft of Public Well

___ Contaminated Public Well __ Off-Site Contamination

___ Contamination in Fractured Bedrock ___ Other (specify):

Contamination was discovered as a result of.

[] Tank closure assessment [ site assessment Other - Describe: Tank maintenance construction
Date| I Date]| l Date] ___ 11/16/2011
Labresults: . [T] Lab results will be faxed upon receipt [] 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.
Enbridge identified an abandoned 8-inch pipeline during construction activities. Hydrocarbons in the pipe were removed with a vacuum

truck and the surrounding contaminated soil was excavated. The pipeline was cut, capped, and eventually removed

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 [ Tank [ spil
9/30/2007 please provide Piping : ] Overfill
the following information: [ Dispenser [] Corrosion
[] Submersible Turbine Pump ' [} Physical or Mechanical Damage
[] Does not apply. ] Delivery Prablem v Installation Problem
[] Other (specify): Other (does not fit any of above)
] 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: DNRRRNCR@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@wiscensin.gov
Columbia, Dane, Dodge, Fond du Lac (City of Waupun only), Grant, Green, lowa, Jefferson, Lafayette, Richland,
Rock, Sauk, Waiworth 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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Table 1
Soil Analytical Data Summary

PVOC an

d DRO

Tank 5 Soil Excavation
Enbridge Energy Terminal - Superior, Wisconsin

Chemical N i i .
ity Solids, percent 1.2:4-Trimethyl | 1.3,5-Trimethyl Benzene Ethyl benzene Toluene Xylenes, total Diesel R.ange
benzene benzene Organics
Effective Date Exceedance Key
Wisconsin Generic Residual Contaminan{ /5907 Bold 0.0055 mlk 2.9 mylk 1.5 mg/k 4.1 malk 250 mglk
Levels NR 720.09) o -0055 mglkg 9 mo/kg Smalkg -1 molkg ma/kg
Bottom Samples
B-1| 11/17/2011 3-3 TANKS-B-1_3-3 82 % - - <0.061 mg/kg <0.061 mg/kg < 0.061 mg/kg <0.18 mg/kg <11.1 mg/kg
B-2| 11/17/2011 10-10 TANKS-B-2_10-10 76.2% - - <0.071 mg/kg <0.071 mg/kg < 0.071 mg/kg <0.21 mg/kg <11.5 mg/kg
Sidewall Samples
S-1|  1117/2011 2-2 TANKS-S-1_2-2 789 % - - <0.066 mg/kg <0.066 mg/kg < 0.066 mg/kg <0.20 mg/kg <12.8 mg/kg
S-2| 111712011 3-3 TANKS-S-2_3-3 80.2 % - - <0.064 mg/kg <0.064 mg/kg < 0.064 mg/kg <0.19 mg/kg 19.6 mglkgl
\
S-3| 111712011 2-2 TANKS5-S-3_2-2 81.8 % - - (1.4 malkg / 1.4 mg/kg 0.51 mg/kg 4.2 mglkg <11.5 mg/kg
Geoprobe Sample w7
SB-1| 6/15/2012 2-3 TK5-SB-1_2-3 759 % <0.065 mg/kg <0.065 mg/kg / <0.065 mg/kg <0.065 mg/kg <0.065 mg/kg <0.19 mg/kg <11.0 mg/kgl
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Pace Analytical Services, inc.
1700 Elm Street - Suite 200
Minneapolis, MN 55414
(612)607-1700

December 05, 2011

Andrea Nord

Barr Engineering

4700 West 77th Street .
Minneapolis, MN 55435

RE: Project: 49161092 TANK §
Pace Project No.: 10176549

Dear Andrea Nord:

Enclosed are the analytical results for sample(s) received by the laboratory on November 22, 2011.
The resuits 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,

Andrea Opland

andrea.opland @pacelabs.com
Project Manager

Enclosures

This report shall not be reproduced, except in full,
witheut the written consent of Pace Analytical Services, Inc..
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Pace Analytical Services, inc.
1700 Elm Street - Suite 200
Minneapolis, MN 55414

wiwpacaiabs.com
{612)607-1700
CERTIFICATIONS
Project: 49161092 TANK §
Pace Project No.: 10176549
Minnesota Certification IDs
1700 Elm Street SE Suite 200, Minneapolis, MN 55414 Mississippi Certification #: Pace
A20LA Certification #: 2926.01 Montana Certification #: MT CERT0092
Alaska Cedtification # UST-078 Nevada Certification #: MN_00064
Alaska Certification #MN00064 Nebraska Certification #: Pace
Arizona Cetification #: AZ2-0014 New Jersey Certification #: MN-002
Arkansas Certification #: 88-0680 New Mexico Certification #: Pace
California Ceitification #: 01155CA New York Certification #: 11647
EPA Region 8 Certification # Pace North Carolina Certification #: 530
Florida/NELAP Certification # E87605 North Dakota Certification #: R-036
Georgia Cedtification #: 959 North Dakota Certification #: R-036A
Idaho Ceftification #: MNOOOE4 Ohio VAP Cerification #. CL101
Hinois Certification #: 200011 Oklahoma Certification #: D9921
lowa Cedtification #: 368 Oklahoma Certification #: 9507
Kansas Certification # E-10167 Oregon Ceitification #: MN200001
Louisiana Certification #: 03086 Pennsylvania Certification #: 68-00563
Louisiana Certification #: LA080009 Puerto Rico Certification
Maine Certification #: 2007028 Tennessee Certification #: 02818
Maryland Certification #: 322 Texas Certification # 7104704192
Michigan DEQ Certification # 9909 Washington Certification #: C754
Minnesota Certification #: 027-053-137 Wisconsin Certification #: 999407970
. . -t —- , 9 (o
S -7 3 o /pm
. o ¥
3 (29
[
{tny
REPORT OF LABORATORY ANALYSIS Page 2 of 14
This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc..
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® Pace Analytical Services, Inc. s Pace Analytical Services, Inc.
C@Analytlﬂal 1700 Eim Strest - Suita 200 ace Analytical 1700 Em Stiat- Sute 200
W pa0slabs. com . Minneapolis, MN 55414 e W pacelabs.com Minneapolis, MN 55414
(612)807-1700 (612)607-1700
SAMPLE SUMMARY SAMPLE ANALYTE COUNT
Project: 49161092 TANK § Project: 49161092 TANK §
Pace Project No.: . 10176549 ) Pace Project No.: 10176549
LabiD .. Sample ID Matrix Date Collected Date Received Analytes
N Lab ID Sample ID Method Analysts Reported  Laboratory
10176649001  TANKS-B-1_33 Solid MATAT 1450 11722011 0955
10176643002  TANKS-B-2_10-10 Solid 1ATAT15:40 1172211 09:55 10176843001~ TANKE-B-1_3-3 AMO 2
10176643003  TANKE-S-1_2-2 Solid AT 1456 11722111 09:56 WIMOD DRO JRH 2 - PASIM
10176549004  TANKE-S-2_33 Solid MATAT15:00 1172211 0955 WIMOD GRO KT1 5 PASIM
10176543006,  TANKG-S-3_2-2 Solid MATN 1505 11122111 09:55 % Moisture oL 1 PASIM
10176543002  TANKS-B-2_10-10 AMO 2
: Wi MOD DRO JRH 2 PASIM
Wi MOD GRO KT1 5  PASKM
f % Moisture oL 1 PASIM
| 10176648003  TANK6-S-1_2-2 AMO 2
\ Wi MOD DRO JRK 2 PASIM
| WI MOD GRO KT4 5 PASIM
% Moisture JoL 1 PASLM
10176643004  TANKE-S-2_3-3 AMO 2
WI MOD DRO JRH 2 PASI-M
Wi MOD GRO KT1 5 PASIM
% Moisture . JoL 1 PASI-M
10176549006  TANKES-3_2-2 AMO 2
Wi MOD DRO JRH 2 PASIM
Wi MOD GRO KT1 5  PASIM
| % Molsture JoL 1 PASIM
1 EPA 8270 by SIM JLR 18 PASIM
|
‘
é
REPORT OF LABORATORY ANALYSIS Page 3 of 14 REPORT OF LABORATORY ANALYSIS Page 4 of 14
This report shall not be reproduced, except in full, This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, inc.. without the writtan consent of Pace Analytical Services, Inc..
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Pace Analytical Services, Inc.
1700 Eim Street - Suite 200

/. AaceAnalytical”

Www.pacelabs.com

f

ANALYTICAL RESULTS

Project: 49161092 TANK 5§

Pace Project No.. 10176549

Minneapolis, MN 55414
(612)607-1700

Sample: TANKS-B-1_3-3

Lab ID: 10176649001 Collected: 11/17/1114:50 Received: 11/22/11 09:55 Matrix: Solid
Results reported on a "dry-weight" basis

Report

Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual
Field Data Analytical Method:
Start Depth 3 feet 1 112211 17:17
Stop Depth 3 feet 1 12211 17:17
WIDRO GCS Silica Gel Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO
Diesel Range Organics ND mg/kg 1.1 56 1 11/23/11 07:23  11/26/11 16:50
Surrogates
n-Triacontane (S) 69 % 38-125 1 11/23/11 07:23  11/26/11 16:50 ™

WIGRO GCV Analytical Method: WI MOD GRO Preparation Method: TPH GRO/PVOC WI ext.

Benzene ND mg/kg 0.061 0027 1 11/28/1107:56 11/28/11 18:20 71-43-2
Ethylbenzene ND mg/kg 0.061 0.023 1 11/28/11 07:56  11/28/11 18:20 100-41-4
Toluene ND mg/kg 0.061 0.026 1 11/28/11 07:56  11/28/11 18:20 108-88-3
Xylene (Total) ND mg/kg 0.18 0.061 1 11/28/11 07:56  11/28/11 18:20 1330-20-7
Surrogates

a,a,a-Trifluorotoluene (S) 95 % 80-125 1 11/28/11 07:56  11/28/11 18:20 98-08-8

Dry Weight

Percent Moisture

Analytical Method: % Moisture

18.0 % 0.10 010 1 12/01/11 00:00

Sample: TANK6-B-2_10-10

Lab ID: 10176649002 Collected: 11/17/11 15:10 Received: 11/22/11 09:55 Matrix: Solid
Results reported on a "dry-weight™ basis

Report
Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual
Field Data Analytical Method:
Start Depth 10 feet 1 11/22/11 17:18
Stop Depth 10 feet 1 11/22/11117:18

WIDRO GCS Silica Gel

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

Diesel Range Organics ND mg/kg 1.5 57 1 11/23/11 07:23  11/26/11 16:57
Surrogates
n-Triacontane (S) 68 % 38-125 1 11/23/11 07:23  11/26/11 16:57 ™
WIGRO GCV Analytical Method: WI MOD GRO Preparation Method: TPH GRO/PVOC WI ext.
Benzene ND mg/kg 0.071 0.031 1 11/28/11 07:56  11/28/11 18:43 71-43-2
Ethylbenzene ND mg/kg 0.071 0.027 1 11/28/11 07:56  11/28/11 18:43 100-41-4
Toluene ND mg/kg 0.071 0.030 1 11/28/11 07:56  11/28/11 18:43 108-88-3
Xylene (Total) ND mg/kg 0.21 0.071 1 11/28/11 07:56  11/28/11 18:43 1330-20-7
Surrogates
a,a,a-Trifluorotoluene (S) 97 % 80-125 1 11/28/11 07:56  11/28/11 18:43 98-08-8
Dry Weight Analytical Method: % Moisture
Percent Moisture 238 % 0.10 0.10 1 12/01/11 00:00
Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 5 of 14
This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc.
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Pace Analytical Services, Inc.
1700 Elm Street - Suite 200
Minneapolis, MN 55414

_PaceAnalytical”
wiww.pacelabs.com

(612)607-1700
ANALYTICAL RESULTS
Project: 49161092 TANK §
Pace Project No.: 10176549
Sample: TANKE-S-1_2-2 Lab ID: 10176649003 Collected: 11/17/11 14:55 Received: 11/22/1109:55 Matrix: Solid
Results reported on a "dry-weight” basis
Report
Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual
Field Data Analytical Method:
Start Depth 2 feet 1 11122111 17:18
Stop Depth 2 feet 1 11/22/11 17:18
WIDRO GCS Silica Gel Analytical Method: WI MOD DRO Preparation Method: Wi MOD DRO
Diesel Range Organics ND mg/kg 128 6.4 1 11/23/11 07:23  11/26/11 16:37
Surrogates
n-Triacontane (S) 72 % 38-125 1 11/23/11 07:23  11/26/11 16:37 ™
WIGRO GCV Analytical Method: WI MOD GRO Preparation Method: TPH GRO/PVOC WI ext.
Benzene ND mg/kg 0.066 0.029 1 11/28/11 07:56  11/28/11 19:06 71-43-2
Ethylbenzene ND mg/kg 0.066 0.025 1 11/28/11 07:56  11/28/11 19:06 100-41-4
Toluene ND mg/kg 0.066 0.028 1 11/28/11 07:56  11/28/11 19:06 108-88-3
Xylene (Total) ND mg/kg 0.20 0.066 1 11/28/11 07:56  11/28/11 19:06 1330-20-7
Surrogates
a,a,a-Trifluorotoluene (S) 96 % 80-125 1 11/28/11 07:56  11/28/11 19:.06 98-08-8

Dry Weight
Percent Moisture 211 % 0.10 010 1

Analytical Method: % Moisture
12/01/11 00:00

Sample: TANK6-S-2_3-3 Lab ID: 101765649004 Collected: 11/17/1115:00 Received: 11/22/11 09:55 Matrix: Solid
Results reported on a "dry-weight” basis

Report
Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual
Field Data Analytical Method:
Start Depth 3 feet 1 1122111 17:19
Stop Depth 3 feet 1 11/22/11 17:19

WIDRO GCS Silica Gel Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO

Diesel Range Organics 19.6 mg/kg 1.6 5.8 1 11/23/1107:23  11/26/11 17:04

Surrogates

n-Triacontane (S) 98 % 38-125 1 11/23/11 07:23  11/26/11 17:04 M
WIGRO GCV Analytical Method: WI MOD GRO Preparation Method: TPH GRO/PVOC WI ext.

Benzene ND mg/kg 0.064 0.028 1 11/28/1107:56 11/28/11 19:29 71-43-2
Ethylbenzene ND mg/kg 0.064 0.024 i 11/28/11 07:56  11/28/11 19:29 100-41-4
Toluene ND mg/kg 0.064 0027 1 11/28/1107:56 11/28/11 19:29 108-88-3

Xylene (Total) ND mg/kg 0.19 0.064 1 11/28/11 07:56  11/28/11 19:29 1330-20-7
Surrogates

a,a,a-Trifluorotoluene (S) 96 % 80-125 1 11/28/1107:56 11/28/11 19:29 98-08-8

Dry Weight Analytical Method: % Moisture

Percent Moisture 19.8 % 0.10 0.10 it 12/01/11 00:00

Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 6 of 14

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

% Ana/yt’ca[ P 1700 Eim Strest - Suite 200 _APace A na[ytica/ ® 1700 Elm Street - Suite 200

e pacelabe.com Minneapolis, MN 55414 / wpsceiads.com Minneapolis, MN 55414
(612)607-1700 (612)607-1700
ANALYTICAL RESULTS QUALITY CONTROL DATA
Project: 49161092 TANK 5 Project: 49161092 TANK 5
Pace Project No.: 10176549 Pace Project No.: 10176549
Sample: TANKE-S-3_2-2 Lab ID: 10176649006 Collected: 11/17/11 15:05 Received: 11/22/1109:55 Matrix: Solid QC Batch: GCV/8704 Analysis Method: WI MOD GRO
Results reported on a “dry-weight” basis QC Batch Method:  TPH GRO/PVOC WI ext. Analysis Description:  WIGRO Solid GCV
Report =
3 7 4 7 . . 1017
Parameters Results Units Limit MDL  DF  Prepared Analyzed ~ CASNo.  Qual AssicelicabiSampies:  DHTOAR00T 10 iy i 16545000
METHOD BLANK: 1105728 Matrix: Solid
Field Data Analytical Method: )
Associated Lab Samples: 10176549001, 10176549002, 10176549003, 10176549004, 10176549005
Start Depth 2 feet 1 1122111 17:19 Blank Reporting
Stop Depth 2 feet 1 172211 17:19 Parameter Units Result Limit Analyzed Qualifiers
WIDRO GCS Silica Gel Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO Benzene mg/kg ND 0.050 11/28/11 12:58
" . Ethylbenzene mgl/kg ND 0.050 11/28/11 12:58
Es)f'srt:lglz::‘ge Organics ND mg/kg 1.5 57 % 11/23/11 07:23  11/26/11 16:43 Tolugris malkg ND 0.050 11/28/11 12:58
5 i . Xylene (Total) mg/kg ND 0.15 11/28/11 12:58
n-Triacont: S 73 % 38-125 1 11/23/11 07:23  11/26/11 16:43 ™
fgcontans (5} a,a,a-Trifluorotoluene (S) % 95 80-125 11728/11 12:58
WIGRO GCV Analytical Method: WI MOD GRO Preparation Method: TPH GRO/PVOC WI ext.
Benzene 1.4 mg/kg 0.30 0.13 5  11/28/1107:56 11/29/11117:19 71-43-2 LABORATORY CONTROL SAMPLE & LCSD: 1105729 1105730
Ethylbenzene 1.4 mg/kg 0.30 011 5  11/28/1107:56 11/29/1117:19 100-41-4 ’ Spik Lcs LCSD LCS LCSD %R M
Toluene 0.61 mg/kg 030 013 5 11728/1107:56 11/29/1117:19 108-88-3 Saramal i e Reni Bk R e Tree W A GiiE
Xylene (Total) 4.2 mglkg 089 030 5 11/28/1107:56 11/29/11 17:19 1330-20-7 Arametar o i i = b e W Shaliid
Surrogates Benzene mg/kg 5 53 59 106 19  80-120 1" 20
a,a,a-Trifluorotoluene (S) 86 % 80-125 5 11/28/1107:56 11/29/11 17:19 98-08-8 D3 Ethylbenzene mg/kg 5 53 58 107 115 80-120 8 20
s " Toluene mg/kg 5 54 59 108 118 80-120 9 20
ht 2
Dry Weig Anslytical Method: % Maisture Xylene (Total) malkg 15 163 175 109 117 80-120 7 20
Percent Moisture 18.2 % 0.10 0.10 1 12/01/11 00:00 a,a,a-Trifluorotoluene (S) % 95 95  80-125
8270 MSSV PAH by SIM Analytical Method: EPA 8270 by SIM Preparation Method: EPA 3550
Acenaphthene ND uglkg 121 036 1 1123/1110:53 1129/1117:09 83-32-9 MATRIX SPIKE SAMPLE: 1105731
Acenaphthylene ND ug/kg 121 0.36 1 11/23/11 10:53  11/29/11 17:09 208-96-8 10176665001 Spike Ms Ms % Rec
Anthracene ND uglkg 121 61 1 1123/1110:53 11/29/1117:09 120-12-7 Parameter Units Result Cone. Result % Rec Limits Qualifiers
Benzo(a)anthracene ND ug/kg 121 6.1 1 11/23/11 10:53  11/29/11 17:09 56-55-3 Benzene mglkg ND 5.2 52 102 80-120
Benzo(a)pyrene ND ug/kg 121 6.1 it 11/23/11 10:53  11/29/11 17:09 50-32-8 Ethylbenzene mglkg ND 52 51 100 80-120
Benzo(b)fluoranthene ND ug/kg 121 0.61 1 1123/1110:53 11/29/11 17:.09 205-99-2 Toluene malkg 0.061 52 52 100 80-120
Benzo(g,h,i)perylene ND ug/kg 121 0.61 1 11/23/11 10:53  11/29/11 17:09 191-24-2 Xylene (Total) malkg ND 15.5 15.7 101 80-120
Benzo(k)fluoranthene ND uglkg 121 073 1 1123/1110:53 11/29/11 17:09 207-08-9 e Thfuorotoliene (S) % % 80-125
Chrysene ND ug/kg 121 061 1 11/23/11 10:53  11/29/11 17:.09 218-01-9
Dibenz(a,h)anthracene ND ug/kg 121 061 1 11/23/11 10:53  11/29/11 17:09 53-70-3
Fluoranthene ND ug/kg 121 6.1 1 11/23/11 10:53  11/29/11 17:09 206-44-0 SAMPLE DUPLICATE: 1105732
Fluorene ND ug/kg 12.1 049 1 11/23/1110:53 11/29/1117:09 86-73-7 10176665002 Dup Max
Indeno(1,2,3-cd)pyrene ND uglkg 121 061 1 11/23/1110:53 1129/1117:09 193-39-5 AR Units Result Resolt RPD RPD Qualifiers
Naphthalene ND ug/kg 121 0.73 1 11/23/11 10:53  11/29/11 17:09 91-20-3
Phenanthrene ND uglkg 121 61 1 1123111053 11/29/1117:09 85-01-8 Benzene mglkg ND ND 20
Pyrene ND ug/kg 121 049 1 11/23/1110:53 11/29/11 17:09 129-00-0 Ethylbenzene mglkg ND ND 20
Surrogates Toluene mg/kg ND ND 20
2-Fluorobiphenyl (S) 50 % 30-130 1 11/23/1110:53  11/29/11 17:09 321-60-8 Xylene (Total) mglkg ND ND 20
Terphenyl-d14 (S) 56 % 30-150 1 11/23/11 10:53  11/29/11 17:09 1718-51-0 a,a,a-Trifluorotoluene (S) % 97 95 5
Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 7 of 14 Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 8 of 14
This report shall not be reproduced, except in full, This report shall not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc. without the written consent of Pace Analytical Services, Inc..
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Pace Analytical Services, Inc. Pace Analytical Services, Inc.

L]
1700 Eim Strest - Stite 200 Pace Ana/yﬂca/ 1700 Elm Street - Suite 200
Minneapolis, MN 55414 £ i paceiabs.com Minneapolis, MN 55414
(612)607-1700 (612)607-1700
QUALITY CONTROL DATA QUALITY CONTROL DATA
Project: 49161092 TANK 5 Project: 49161092 TANK 5
Pace Project No.: 10176549 Pace Project No.: 10176549
QC Batch: MPRP/30070 Analysis Method: % Moisture QC Batch: OEXTH7333 Analysis Method: EPA 8270 by SiM
QC Batch Method: % Moisture Analysis Description: Dry Weight/Percent Moisture QC Batch Method:  EPA 3550 Analysis Description: 8270 Solid PAH by SIM MSSV
Associated Lab Samples: 10176549001, 10176549002, 101 , 1017 , 10174 A iated Lab 10171
SAMPLE DUPLICATE: 1108403 METHOD BLANK: 1104889 Matrix: Solid
10176297022 Oup Max i Lab 10176549005
Parameter Units Result Result RPD RPD Qualifiers Blank Reporting
Percent Moisture % 16.2 17.0 5 30 ' Parameter Units Result Limit Analyzed Qualifiers
Acenaphthene uglkg ND 10.0  11/29/11 11:24
- Acenaphthylene ug/kg - ND 100 11/28/11 11:24
SAMPLE DUPLICATE: 1108404 Anthracene uglkg ND 100 1720111 11:24
10176631003 Dup Max Benzo(ajanthracene ugkg ND 10.0 1129111 11:24
Parameter Units Result Resuit RPD RPD Qualifiers * Benzo(a)pyrene uglkg ND 10.0  11/28/11 11:24
Percent Moisture % 14.7 141 4 30 Benzo(b)fluoranthene ug/kg ND 10.0 11729111 11:24
Benzo(g.h.ijperylene ug/kg ND 100 11/29/11 11:24
Benzo(k)fluoranthene ug/kg ND 10.0  11/29/11 11:24
Chrysene ug/kg ND 10.0  11/29/11 11:24
Dibenz(a,h)anthracene uglkg ND 100 112911 11:24
Fluoranthene uglkg ND 100 11729111 11:24
Fluorene uglkg ND 10.0  11/29M11 11:24
Iindeno(1,2,3-cd)pyrene ughkg ND 100 11/29/11 11:24
Naphthalene uglkg ND 10.0  11/29/11 11:24
Phenanthrene uglkg ND 10.0  11/29/11 11:24
Pyrene ug/kg ND 100 11/29/11°11:24
2-Fluorobipheny! (S} % 82 30-130  11/29/11 11:24
Terphenyl-d14 (S) % 86 30-150  11/29/11 11:24
LABORATORY CONTROL SAMPLE: 1104890
Spike cs LCs % Rec
Parameter Units Cone. Result % Rec Limits Qualifiers
Acenaphthene uglkg 333 225 68 56-125
Acenaphthylene uglkg 33.3 221 66 49-125
Anthracene ugrkg 333 224 67 49-125
Benzo(a)anthracene uglkg 333 254 76 60-125
Benzo(a)pyrene ug/kg 333 26.0 78 58-125
Benzo(b)fluoranthene ug/kg 333 264 79 63-125
Benzo(g,h,ijperylene ug/kg 33.3° 274 82 56-125
Benzo(k)fiuoranthene ug/kg 333 28.7 86 56-127
Chrysene ug/kg 333 26.3 79 60-125
Dibenz(a hjanthracene uglkg 333 282 . 85 §7-125
Fluoranthene ugkg 33.3 26.3 79 58-125
Fluorene ug/kg 333 222 67 53-125
Indeno(1,2,3-cd)pyrene uglkg 333 275 82 56-125
Naphthalene uglkg 333 217 65 56-125
Phenanthrene uglkg 33.3 236 71 §3-125
Pyrene ug/kg 333 267 80 60-125
2-Fluorobiphenyl (S) % 84 30-130
Terphenyl-d14 (S) % . 96 30-150
Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS ¢« Page9of14 Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 10 of 14
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without the written consent of Pace Analytical Services, Inc.. without the written consent of Pace Analytical Services, Inc..
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Pace Analytical Services, Inc. Pace Analytical Services, Inc.

. 4® * .48 >
,CZ&AH&MICBI 1700 Elm Sisast - Site 200 ace Analyf[[,‘al 1700 Eim Steat - Ms«ng 200
:" s o, o Minneapolis, MN 55414 W pcalsbs.om Minnsapolis, MN 55414
{ (612)607-1700 i {612)607-1700
QUALITY CONTROL DATA QUALITY CONTROL DATA

Project: 49161092 TANK § Project: 49161092 TANK 5

Pace Project No.: 10176549 Pace Project No.: 10176549

MATRIX SPIKE & MATRIX SPIKE DUPLICATE: 1104891 1104892 QC Batch: OCEXT/17328 Analysis Method: WIMOD DRO

MS MSD QC Batch Method: Wi MOD DRO Analysis Description: WIDRO Solid GCV
10176570001  Spike  Spike MS MsD MS MSD % Rec Max Associated Lab Samples: 10176549001, 10176549002, 10176549003, 10176549004, 10176549005
Parameter Units Result  Conc. Conc. Result Resut % Rec % Rec Limits RPD RPD Qual

‘Acenaphthene uglkg ND 344 341 253 487 44 13 3015 63 3006 METHOD BLANK: 1104618 Matrix: Selid

Acenaphthylene ug/kg ND 34.4 34.1 231 28.8 &7 84 30150 22 30 Associated Lab Samples: 10176549001, 101765 . 1017 , 101 . 1017

Anthracene uglkg 30.0 34.4 34.1 363 109 18 230 30-150 100 30 D6,M1 Blank Reporting

Benzo(a)anthracene uglkg 99.1 34.4 341 85.5 253 -39 452 30-150 99 30 D§M1 Parameter Units Result Limit Analyzed Qualifiers

Benzo(a)pyrene uglkg 98.7 344 341 88.4 2853 -30 452 30150 96 30 D6M1 " - 100 11726/11 16:23

Benzo(b)fluoranthene uglkg 128 344 341 [Tt 332 -50 596 30-150 100 30 D6,M1 :ﬁ::lci:t';izg‘)’a"'“ ng'kg Nf; 38125 :1 oot 1623

Benzo(g.h,i)perylene uglkg 76.7 344 344 772 198 1 355 30-150 88 30 DE,MA "

Benzo(k)fluoranthene uglkg 59.4 34.4 1344 59.9 138 2 223 30-150 77 30 DEM1

Chrysene uglkg 108 344 341 921 279 -45 502 30-150 101 30 D&M N

LABORATORY CONTROL SAM LCSD: 1104619 1104620

Dibenz(a,h)anthracene uglkg 30.3 344 o344 30.2 97.6 -2 198 30-150 105 30 D6 M1 RY PLE & Spike Lcs LCSD LGS LCSD % Rec Max

Fluoranthene 7k 203 34.4 341 152 488 -15 834 30-150 105 30 DSE,

Horan uaks 8 0 2 18 M1 Parameter Units Conc. Resut  Result %Rec %Rec Limits RPD RPD Qualifiers
Fluorene ug/kg ND 344 341 238 495 42 118 30150 70 30D8& Diesel Range Organics malkg 80 58.0 57.8 73 72 70-125 5 20
indeno(1,2,3cd)pyrene ug/kg 67.0 34.4 341 70.1 178 9 328 30-150 87 30 DEM1 n-Triacontane (S) % 78 75 38125
Naphthalene ug/kg ND 34.4 341 208 215 60 81 30-150 28 30 .

Phenanthrene ug/kg 18 344 34.9 814 336 -106 641 30-150 122 30 D6 M1

Pyrene uglkg 176 344 © 344 137 434 -116 756 30-150 104 30 DG,E,
M1

2-Fluorobiphenyl {S} % 74 83 30-130

Terphenyl-d14 (S) % . 76 92 30-150

Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 11 of 14 Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 12 of 14
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/Q . » Pace Analytical s:rvlcc_l, inc. . e Pace Analytical Services, inc.
- ce Analytical 1700 Elm Street - Suita 200 /. Aace Analytical 1700 Eim Stroat - Suita 200

W, pacelabs.com Minneapolis, MN 55414 / W pagelabs.com Minneapolis, MN 55414
(612)607-1700 f {612)807-1700
QUALIFIERS QUALITY CONTROL DATA CROSS REFERENCE TABLE
Project: 49161092 TANK § Project: 49161092 TANK §
)
Pace Project No.: 10176549 . Pace Project No.. 10176549
DEFINITIONS . Analytical
Lab ID Sample ID QC Batch Method QC Batoh Analytical Method Batch
OF - Ditution Factor, if reported, represents the factor applied to the reported data due to changes in sample preparation, dilution of
the sample aliquot, or moisture content. 10176649001 TANKE-B-1_3-3 FLD/
ND - Not Detected at or above adjusted reporting limit. 101765649002 FLD/
J - Estimated concentration above the adjusted method detection limit and below the adjusted reporting imit. ::ggzgggi I:::::;‘gj ;::g;
MDL - Adjusted Method Detection Limit. 10176643005 TANKS 8.3 2.2 FLD!
S - Surrogate -
1,2-Diphenylhydrazine (8270 listed analyte) decomposes to Azobenzene. :::;:::::g; TANKE-B-1_3-3 va: xgg ggg gz;:_g;g;: m mgg g:g gg:xﬁg:gg
Consi with EPA guideli d data are displayed and have been used to calculate % recovery and RPD values. 10176549003 Wi MOD DRO OEXTH7328 WIMOD DRO GCSV/8909
LCS(D) - Laboratory Control Sample (Duplicate) 10176649004 TANKE-S-2_33 WIMOD DRO OEXT/17328 WIMOD DRO GCSV/B909
MS(D) - Matrix Spike (Duplicate) 10176649008 TANKE-S-3_2-2 WiMOD DRO OEXT/17328 WIMOD DRO GCSV/8909
DUP - Sample Duplicate 10176649001 TANKE-B1_3-3 TPHGRO/PVOC Wiext.  GCV/8704  WIMOD GRO GOV/8705
RPD - Relative Percent Difference 10176549002 TANKE-8-2_10-10 ) TPHGRO/PVOC Wiext.  GCV/B704  WI MOD GRO GCV/B705
NC - Not Calculable. 10176649003 TANKE-S-1_2-2 TPH GRO/PVOC Wi ext. GCV/8704 Wi MOD GRO GCV/I8T05
8G - Silica Get - Clean-Up 10176545004 TANKE-S-2_3-3 TPH GRO/PVOC Wi ext. GCV/8704 WI MOD GRO GCV/8705
U - Indicates the compound was d for, but not detected. 10176548006 TANKS-S-3_2-2 TPHGRO/PVOC Wiext.  GCV/8704 Wi MOD GRO GCVIB705
N-Ni diph ine d and cannot be separated from Diphenylamine using Method 8270. The result reported for 40176549001 TANKS-B-1_3-3 % Molsture MPRP/30070
each analyte Is a combined concentration. ) 10176543002 TANKS-B-2_10-10 % Molsture MPRP/30070
Pace Analytical is TNI accredited. Contact your Pace PM for the current list of accredited analytes. 10176643003 TANKG-S-1 22 % Moisture MPRP/30070
LABORATORIES 10176649004 TANKES-2_3-3 % Molsture MPRP/30070
. 10176549006 TANKS-S-3_2-2 % Moisture MPRP/30070
PASI-M Pace Analytical Services - Minneapolis
10176649006 TANKSE-8-3_2-2 EPA 3550 OEXTM7333 EPAB270 by SIM MSSVI7512
ANALYTE QUALIFIERS
1M The sample was re-weighed into a new container because the original container was not the standard tared 40z amber
jar.
D3 Sample was diluted due fo the presence of high levels of non-target analytes or other matrix interference.
D6 The relative percent difference {RPD) between the sample and sample duplicate exceeded laboratory control limits.
3 Analyte i the calibration range. The reported result is estimated.
M1 Matrix spike recovery exceeded QC limits. Batch accepted based on laboratory control sample (1.CS) recovery.
Date: 12/05/201% 04:35 PM REPORT OF LABORATORY ANALYSIS Page 13 of 14 Date: 12/05/2011 04:35 PM REPORT OF LABORATORY ANALYSIS Page 14 of 14
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without the written consent of Pace Analytical Services, Inc.. without the written consant of Pace Analytical Services, Inc..

13 0f 16 14 of 16




Document Name: Revised Date: 02Jun2011
yica * Sample Condition Upon Receipt Form Page 1of1
CoA I Docyment Number: . Issuing Authority:
" F-L-213 Rev.01 - Pace Minnesota Quality Office

Client Name: Vﬁar( Project# (2/7(5%9 |

Courler: ] Fed Ex []uPs [1usps [Jclent [ Tommercial [Tace Other

Upon Receipt

Tracking #:
Custody 3eal on Gooler/Box Present: [Jyes yfno Sealsintact  [] yes ﬁno ;
/'0 (Hp54] ) Packing Materlal: [ Bubble Wrap ubbleBags [None {Jother ___  TempBlank Yes _/ No
Chain of Custody 1 3/{ ‘Number of CotaineryPreservative ’ Thermometer Used 80344042 or 80512447 Type of Ice: ‘Biue None l:| Samples on ke, cooling process has begun
e i coc of . Date and initia 800 examini;
!A!! 5;22:1;::’::; s Watee Sol —1—# Cooler Temp 3;'—3 Blologlcal Tissiie Is Frozen: Yes No contents:_| q % Z:ll !22
— Project 4 Temp should be abovs freazing 1o 6" ] -
Manager:
e waaber: Y/ (03 2. (Chain of Custody Prosent hres Ono_ O s
= (4
Poject Nose: Tan o & S 1 £k gg i e &&'\} IChaln of Custody Fillsd Out: /;Yu Em gm 2
Senple Origination Stste W\ (use o teter postal site abbreviation) H g f:? HHM HEHAH = ; ' Chaln of Custody Refinquished: i, D:: DN"‘ 3,
" wmHHEHEH 2[348 ° Sampler Name & Signature on COC: Clves A |4
COC Number: NS 32220 AlElElts :'gJ Mo gl e wBBE ives Ao T}
R th y [ Mamix | npe 12[5]3(E)2] €2 ElE H
- Collectior Coliection «|2|® al = ra
Location Start | Suop | Uit} e " Time g § 3[3 HEE Slsle 5| Laboratory: ZM (Clves ﬁNo Chwa |6.
P8 oring ] et | oy |5|3] |813]8[SE131E1315]2 HEH g Cves ﬁ/No O '7
1 .
) ” , BTEE, DS, Mostore
T"‘"’ S-B- 313 ‘ﬁr fifizfu_| H0 4 19 i 3] s t ! et Sufficient Volume: , )ﬁu Ono  Elna '8.
Taok5- 8- 2 o]0 ‘ 510 l l l 3 ‘ sa. (Correct Contalners Used: . /?'vu DONe Civa .
3.
14:4L6 -5-{ Z12 555 R, /3 -Pace Containers Used: : 2.- ,p’m O
.l . [Conta tainers Intact: es [Ivo (WA 110.
paks 5-2 1% |3 1200 3 & o 7 -
B 7 21y " ( I nEn H Filtéred volume received for Dissolved tests [lves [No D'M 11.
F""ﬁ 53 190 717 il Yy +FA Sample Labels match COC: Gt Do Oz
Z I -Includes date/time/ID/Analysis Matrix; 5 L/
- Al containgrs nesding acld/base preservation have besn B HNOY HZ504 NaOH -, HCI
: g chacked. Noncomallance are Ratad in 13, Oves O ?ﬁ" ;3~ . o e o o
[ : amp
[All contaliners neading presarvation are found to be in J
] /\Lfm( W 5 N EPA Cives Do [Aa
. E Initial when Lot # of added
- 3] VOA,Coktonn, TOC, OF and Grease, WLDRO (watey  3Ve8 preservative
: j? Samples checked for dechlorination: Oves 0o ;fNIA 14.
- — L 7
Common Parametez/Container - Preservation Key | *5 By: Op lee?|  Date | Time |Receiyid by Tme S Headspace In VOA Vials { >6mm): Cives ONo pm 1.
#1- Vol Ogenis w BTEY, GRQ 177 360 Pl L > » It ) {20 ?C{S‘L |Pace. \IIZ‘I/[LL :
#2- Semivlaile Organics = PAHs, PCE Dicxins, 8270 inquished ByY On tcc?] / De Mime | Received byl v "Date “Time Trip Blank Present: Oves I:| A |18.
™ 7’[;)“.";’%“1’%"",‘“"@,&@ LIPS i TS5, N — v n _ E Trip Blank Custody Seals Present Dv-/bm Ona
3‘4 N.,,,w, - coo TOG, Phenols, Ammonia [jom—.rm' 5 ol Express [JSumpler | Ale Bl Number i Pace Trip Blank Lot # (if purchased):
3 oos Whie Orig! Acoompasins Shipmeat 10 Labi Yellow - Fied Cops, Pik - Lb Coondsaer 4 1, 3 Client Notification/ Resolution: Fleld Dats Required? YN
Person C d: Date/Time:
Comments/ Rasciution: )

e~ » |
Project Manager Review: ( Q\Q/W Date: ‘ ' 22 2& { I

Note: Whenaver there Is a discrapancy affecting North Carolina comphiance samples, a copy of this form will be sent to the North cwsm DEHNR Cerlification
Offica { L out of hold, incorrect preservativa, out of temp, Incorrect containars)
16 of 16
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. " Pace Analytical Services, Inc. . 3 Pace Analytical 8ervices, inc.
ce A”aMlCH, . 1700 Eim Street - Suita 200 Pace Ana[yﬂca[ 1700 Elm Strsat - Suita 200
WWW,06081a08.COM Minneapolis, MN 55414 :/ e Wi pacséebs. com Minneapolis, MN 55414
(612)607-1700 / (612)607-1700
CERTIFICATIONS
November 29, 2011 Project: 49161092 TANK 5

Pace Project No.: 10176510

Minnesota Certification IDs

1700 Elm Street SE Suite 200, Minneapolis, MN 55414 Mississippi Certification #: Pace
A2LA Certification #: 2926.01 Montana Certification #: MT CERT0092

Andi Nord Alaska Certification #: UST-078 Nevada Certification #: MN_00064

ndrea Nor Alaska Certification #MN00064 Nebraska Cettification #: Pace

Barr Engineering Arizona Certification #: AZ-0%14 New Jersey Certif}caﬂon # MN-002
Arkansas Certification #: 88-0680 New Mexico Certification #: Pace

4700 West 77th Street California Certification #,01155CA New York Certification #: 11647

Minneapolis, MN 55435 EPA Region 8 Certification #: Pace North Carolina Certification #: 530
Florida/NELAP Certification #: E87605 North Dakota Certification #: R-036
Georgia Certification # 959 North Dakota Certification #: R-036A
Idaho Cenrtification #: MN00064 ©Ohio VAP Cerification # CL101
lilinois Certification #: 200011 Oklahoma Certification #: D9921
lowa Certification #: SGBE 0167 Oklahoma Certification :;: 95007001

. . . Kansas Cetification #: E-101 Qregon Certification # MN20
RE: Project: 49161092 TANK & Louisiana Certification #: 03086 Pennsylvania Certification #: 68-00563
i - Louisiana Certification # LA080009 Puerto Rico Certification
Pace Project No.: 10176510 Maine Certification #: 2007029 Tennessee Certification #: 02818

Maryland Certification #: 322 Texas Certification # T104704192
Michigan DEQ Certification # 9909 Washington Certification #: C754

Dear Andrea Nord: Minnesota Certification #: 027-053-137 Wisconsin Cextification #: 999407970

Enclosed are the analytical results for sample(s) received by the laboratory on November 22, 2011,
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,

Andrea Opland

andrea.opland@pacelabs.com
Project Manager

Enclosures

REPORT OF LABORATORY ANALYSIS Page 1 of 10 REPORT OF LABORATORY ANALYSIS Page 2 of 10
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ww pecelab. con
SAMPLE SUMMARY
Project: 49161092 TANK 5
Pace Project No.: 10176510
LsbiD Bample ID Matrix Date Collected Date Ressived
10174510001 TANK §-8TOCKPILE-1 Solid 1111711 15:20 11722111 09:55
10176810002  TANK §-8TOCKPILE-2 Salid NATN 1825 1122111 09:58

This report shall not be reproduced, sxcept in kA,

REPORT OF LABORATORY ANALYSIS

without the writien conssnt of Pace Analytical Services, Inc..

Pace Ansiytical Services, Inc.
1700 Eim Stroet - Bute 200
Minneapoiis, MN 55414

(612)807-1700

Page Jof 10

3of12

ce Analytical

Pace Anatytical Bervices, inc.
1700 Eim Sireet - Sults 200

v pacembe com Minneepole, MN 85414
(812)807-1700
SAMPLE ANALYTE COUNT
Project 49181092 TANK 8
Pace Project No.: 10178510
Analytes
Lab D Sample ID Methed ly Reported  Lab y
10178810001  TANK §-8TOCKPILE-1 W1 MOD DRO JRH 2 PASI-M
W1 MOD GRO MH L] PASI-M
% Moisture JOL 1 PASI-M
10176610002  YANK S-8TOCKPRE-2 W1 MOD DRO JRH 2 PASEM
W1 MOD GRO MJH s PASI-M
% Moisture JoL 1 PASI-M
REPORT OF LABORATORY ANALYSIS Page dof 10
This report shall not be reprocuced, swcept in Adl,
without the writian consent of Pace Analyical Sarvices, Inc..
40112



. . Pace Analytical Services, Inc. R @ ) Pace Analytical Services, Inc.
ace Analytical 1700 Elm Strast - Suits 200 ace Analytical 1700 Elm Straat - Suits 200
Wow,pacefabs.com Minneapolis, MN 55414 WirW.paDaIaba.com Minneapolis, MN 55414
(612)607-1700 (612)807-1700
ANALYTICAL RESULTS QUALITY CONTROL DATA
Project: 49161092 TANK 5 Project: 49161092 TANK §
Pace Project No.: 10176510 Pace Project No.: 10176510
Sample: TANK 6-STOCKPILE-1 Lab [D: 10176610001 Collected: 11/17/1115:20 Received: 11/22/1109:55 Matrix: Solid a2 Bato GOVIB690 Analysis Method: WIMOD GRO
Results reported on a "dry-weight” basis Remor QC Batch Method:  TPH GRO/PYOC Wi ext. Analysis Description:  WIGRO Solid GCV
€pol . !
Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual Associated Lab Samples: 10176510001, 10176510002
— . METHOD BLANK: 1104285 Matrix: Solid
WIDRO GCS Silica Gel Analytical Method: WI MOD DRO Preparation Method: WI MOD DRO .
Associated Lab Samples: 10176510001, 10176510002
Diese! Range Organics 1190 mg/kg 133 66.7 10 11/23M1107:23 112711 13:57 T8 ” Blank Reporting
5"'{"!“" Parameter Units Result Limit Analyzed Qualifiers
n-Triacontane (S) 69 % 38-125 10 11723111 07:23 11727111 13:57 M
Benzene mg'kg ND 0.050 11/23/11 16:00
WIGRO GCV Analytical Method: Wi MOD GRO Preparation Method: TPH GRO/PVOC Wi ext, Ethylbenzene mglkg ND 0.050 11/23/11 16:00
Benzene 0.10 mg/kg 0066 0029 1 122111554 11231 1817 71432 )T(°'l”e"eT x ’“9;:9 ND °§f2 :ﬁgm oo
Ethylbenzene 0.62 mg/kg 0066 0025 1 1122111554 11231 18:17 100-41-4 ylene (Total) mgikg ND o
Toluene 0.23 mglkg 0.066 0028 1 1/22M111554 1172311 18:17 108-88-3 aaa-Tiifluorotoluene (S) % 97 -125  11/23/11 16
Xylene (Total) 2.0 mg/kg 020 0066 1 1122111554 1123111817 1330207
Surrogates
a.a,a-Trifluorotoluene (S) 66 % 80-125 1 1122111554 192301 18:17 96-08-8 M LABORATORY CONTROL SAMPLE & LCSD: 1104286 1104287
. . Spike LCS LCSD LCS LCSD %Rec Max
Dry Weight Analytical Method: % Moisture ' Parameter Units Cone.  Resut  Resut %Rec %Rec Limits RPD  RPD  Qualifiers
Percent Moisture 242 % 0.10 0.10 1 11/28/11 00:00 Benzene mglkg 5 54 - 51 108 101  80-120 6 20
Ethylbenzene malkg 5 5.2 5.0 103 99  80-120 4 20
Toluene mg/kg 5 53 5.1 106 102 80-120 4 20
Sample: TANK §-STOCKPILE-2 Lab ID: 10176510002 Collected: 11/17/1115:25 Received: 11/22/1109:55 Matrix: Solid Xylene {Total) mg/kg 15 157 162 105 101  80-120 3 20
Resulits reported on a "dry-weight” basis a,a,a-Trifluorotoluene (S) % 97 96 80125
Report
Parameters Results Units Limit MDL DF Prepared Analyzed CAS No. Qual
h— MATRIX SPIKE SAMPLE: 1104288
WIDRO GCS Silica Gel Analytical Method: Wi MOD DRO Preparation Method: Wi MOD DRO 10176383001 Spike MS MS % Rec
. ! Limi "
Diesel Range Organios 204 mghg 124 62 1 1123110723 1126M117:11 T6 Parameter Units Resut Cone Result % Reo mits Qualiiers
Surrogates Benzene mglkg ND 5 8.5 129 80-120 M1
n-Triacentane (S) 2% 38-125 1 1123110723 126M117:11 2M Ethylbenzene mg/kg ND 5 6.3 126 80-120 M1
. X y X Toluene mglkg ND 5 6.4 128 80-120 M1
WIGRO GGV Analytical Method: Wi MOD GRO Preparation Method: TPH GRO/PVOC Wi ext. Xylene (Total) mg/kg ND 15 19.0 126 80-120 ES
Benzene 0.20 mg/kg 0.070 0.031 1 11/221116:54 11123111 18:40 71-43-2 a,a,a-Trifluorotoluene (S) % 98 80-125
Ethylbenzene 0.27 mg/kg 0.070 0.027 1 11122111 15:54 11723111 18:40  100-41-4
Toluene 0.10 mg/kg 0.070 0.028 1 11/22111 15:54  11/23111 18:40 108-88-3
Xylene (Total) 1.1 mgikg 0.21 0070 1 11/22/1115:54 11/23/11 18:40 1330-20-7 SAMPLE DUPLICATE: 1104289
Surrogates 10176383002 Dup Max
a,a,a-Trifluorotoluene (S) 82 % 80-125 1 11/22111156:54 11723111 18:40 98-08-8 Parameter Units Result Result RPD RPD Qualifiers
Dry Weight Analytical Method: % Moisture Benzene mglkg ND ND 20
. | Ethylbenzene mglkg ND ND 20
Percent Moisture 248 % 0.10 0.10 1 1128111 00:00 Toluene markg ND ND 20
Xylene (Total) mglkg ND ND 20
a,a,a-Trifluorotoluene (S) % 96 96 21
Date: 11/29/2011 09:58 AM REPORT OF LABORATORY ANALYSIS Page 5 of 10 Date: 11/29/2011 09:58 AM REPORT OF LABORATORY ANALYSIS Page 6 of 10
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Poce Analytical Services, Ine. e Pace Analytical Services, inc.

B CBAIBMICGI. 1700 Eim Svest - Sute 200 ceAna[yﬁca] 1700 Eim Simet - Sulte 200

www pacwians.com Mnneapols, MN 55414 - owapacainde com Minneapole, MN 55414
(612)607-1700 ‘ (812)007-1700
QUALITY CONTROL DATA QUALITY CONTROL DATA
Project 49161092 TANK § Project: 49161092 TANK §
Pace Project No.: 10176310 Pace Project No.: 10178510
QC Batch: MPRP/29997 % Moisture QC Batch: OEXTN7328 Analysis Method: W1 MOD DRO
QC Batch Method: % Moisture Dry WeightPercent Moisture QC Batch Method: W1 MOD DRO Analysis Description: WIDRO Solid GCV
Associated Lab Samples: 10176510001, 10176510002 Associated Lab Samples: 10176510001, 10176510002
SAMPLE DUPLICATE: 1105888 METHOD BLANK: 1104618 Matrix: Solid
10175623001 Dup Max Associated Lab Samples: 10176510001, 10178510002
Paramater Units Resut Resutt RPD RPO Quatifiers Blank Reporting
Percent Moisture % 181 180 8 3 Paramater Unks Resuft Limit Analyzed Qualiflers
Diesel Range Organics mg/kg ND 10.0 11728/11 1823
SAMPLE DUPLICATE, 1105889 n-Triacontane {S) % 78 38-125 11726111 18:23
10176510002 Dup Max
Parameter Units Resut Rewtt RPD RPD Quatifiers LABORATORY CONTROL SAMPLE & LCSD: 1104619 1104620
" Percent Moisture % 48 245 4 30 Spike Lcs LCSD LC3 LCSD % Rec Max
Parameter Units Cone. Result  Resut % Rec % Rec Limits RPD RPD Qualifiers
Diesel Range Organics mg/kg 80 580 578 73 72 70128 5 20
n-Triacontane (S) % 78 75 38128
Date: 11/29/2011 09.58 AM REPORT OF LABORATORY ANALYSIS Page7of 10 Date: 11/729/2011 09 58 AM REPORT OF LABORATORY ANALYSIS Pags 8of 10
This report shall not be reproduced, sxcept in &8, This report shall not be reproduced, sxcept in A,
‘without the writien consent of Pace Analytical Bervices, Inc.. without the writien consant of Pace Anatytical Sarvices, Inc .
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Pace Analytical Services, Inc.
1700 Elm Strest - Suita 200

/_FaceAnalytical”

Pace Analytical Services, inc.

1700 Elm Street - Suite 200

Minneapolis, MN 55414 Ww.pacaiabs.com Minneapolis, M‘N 55414
(612)607-1700 (612)607-1700
QUALIFIERS QUALITY CONTROL DATA CROSS REFERENCE TABLE
Project: 49161092 TANK § Project: 49161092 TANK §
Pace Project No.: 10176510 Pace Project No.: 10176510
DEFINITIONS Analytioal
LabID Sample ID QC Batoh Method QC Batch Analytical Method Batch
DF - Dilution Factor, if reported, represents the factor applied to the reported data due to changes in sample preparation, dilution of
the sample aliquot, or moisture content. 10176610001 TANK 5-STOCKPILE-1 Wi MOD DRO OEXT/47328 WI MOD DRO GCSVI8909
ND - Not Detected at or above adjusted reporting limit. 10176610002 TANK §-STOCKPILE-2 WI MOD DRO OEXT/17328 Wi MOD DRO GCSV/B909
J - Estimated concgntration above the adjusted method detection limit and below the adjusted reporting limit. 10176610001 TANK §-STOCKPILE-1 - TPH GRO/PVOC Wi ext. GCV/8690 WI MOD GRO GCV/E691
MDL - Adjusted Method Detection Limit, 10176510002 TANK §-STOCKPILE-2 TPH GRO/PVOC W ext. GCV/8690 Wi MOD GRO GCV/8691
S - Surrogate 10176510001 TANK 5-STOCKPILE-1 % Moisture MPRP/29997
1.2-Diphenyihydrazine (8270 listed analyte) decomposes to Azobenzene. 101765610002 TANK §-STOCKPILE-2 % Moisture MPRP/29997
[o] with EPA guideli data are displayed and have been used to calculate % recovery and RPD values.
LCS(D) - Laboratory Controi Sample (Duplicate)
MS(D) - Matrix Spike (Duplicate)
DUP - Sample Duplicate
RPD - Relative Percent Difference
NC - Not Calculable.
SG - Silica Gel - Clean-Up
U - Indi the p was lyzed for, but not detected. .
N-Ni i ine d p and cannot be separated from Diphenylamine using Method 8270. The result reported for
each analyte is a combined concentration.
Pace Analytical is TN| accredited. Contact your Pace PM for the current list of accredited analytes.
1L ABORATORIES
PASI-M Page Analytical Services - Minneapolis
ANALYTE QUALIFIERS
AL Surrogate recovery outside laboratory control limits due to matrix interferences.
2M The sample was re-weighed into a new container because the original container was not the standard tared 40z amber
jar.
ES The reported resutt is estimated because one or more of the constituent results are qualified as such.
M1 Matrix spike recovery exceeded QC limits. Batch accepted based on {aboratory control sample (LCS) recovery.
T6 High boiling point hydrocarbons are present in the sample.
Date: 11/29/2011 09:58 AM REPORT OF LABORATORY ANALYSIS Page 9of 10 Date: 11/29/2011 09:58 AM REPORT OF LABORATORY ANALYSIS Page 10 of 10
This report shall not be reproduced, except in full, This report shalt not be reproduced, except in full,
without the written consent of Pace Analytical Services, Inc.. without the written consent of Pace Analytical Services, inc..
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Soil Sample Locations

Terminal Pipeline Infrastructure

=== Terminal Pipeline Infrastructure

Excavation Extent - 11/17/2011
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Figure 1
TANK 5 SOIL EXCAVATION

Enbridge Superior Terminal
Superior, Wisconsin

ENBRIDGE




