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Substance Release Notification Form
orm 4400-91 (Rev. 12-01, e-form) Page 1 of 2

ne Number: 1-800-943-0003

Date & Military Time Of Incident:

10-19-02/ 11:10 am

Date & Military Time Reporte
10-19-02/ 1430 PM

d: Spill File #

4

oheeg
| Person Reporting: Representing: Phone # (920)434-2026
Ray Perry Proctor & Gamble Fax# ( )
Responsible Party (RP) / Spiller: RP Decision Based On: Phone # (920)434-2026
Proctor & Gamble Spill site Fax# ( )
RP Address: City State Zip Code
501 Eastman Avenue Green Bay WI 54308
RP Contact Name & Title: Phone # (920)434-2026
Ray Perry/ Environmen tal Engineer Fax# ( )

0465 37

Substance Involved: o~ fbeed Tak Lina

Water Flexo Paper Ink (Red)

unknown

Amount & Units Released:

Amount & Units Recovered:
5,000 gallons

] Selid ] Semisolid

X Liquid ] Gas

Color: Red

Odor: no

Exact Location Of Incident: (including street name, bldg. #, mileage, etc.) 2. ‘*‘i Qm
Fox River, Northwest portion of the RP address. (Near the stormwater discharge p1pe;,,.t
holding tank on the northwest section of the property).

and the extern

Facility Name / Property Owner:
Proctor & Gamble

O U C'L\\ Oolo ” o N 'C’ﬁ;)(f"'\zt\'l\ S0 Eustirvn <
X City [] Village [ ] Township | County o ) Latitude/Longitude
Green Bay Brown
DNR Region: 1/4 1/4 Sec T N R [JE[]W | Weather Conditions:
NER Rainy, windy

Cause Of Incident: [o{¢ |pss—
Not found, but appears that an external holding tank to the stormwater

K{z( :/ 2 K NN {&];qt

L I =
d%charge was filled with the Red Paper Ink and pumps when

S7orm s .uep

D sc pta—ﬂ._//_,u >

automatically activated emitted the substance out of the holding tank, through the discharge pipe and eventually in the Fox River.

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

[] Air [] Potential
[[] Concrete/Asphalt [_] Potential
[] Contained/Recovered

] Groundwater X Potential

[] Private Well [] Potential
[] Sanitary Sewer [ ] Potential
[] Soil ] Potential

[] Potential

%Storm Sewer
Surface Water ~ [_] Potential
Name: Fox River

[] Other:

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

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

[] Hydraulic Line Brea -
X Industrial Facility {<] Paper Mill i b
[] Pipeline/Terminal/Ta arm/Oil Jobber/Wholesaler

Chemical Co

[[] 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:

E\Cleanup Method:
[ Absorbent ¢« oA
. Excavation
%(ﬂ'\ Wl Vioe S >/_,,1/):f

X] Containment
X] Contractor Hired ¢ yg
Name: Superior

_‘/t D

Pre

X] Monitor

[] No Action Needed
[[] No Action Taken
[] Waste Destmatlon

X Other.qua?ng L~ Puu )

1/6&’5/

Injuries? [ |Yes [XINo If yes how many?

Has An Evacuation Occurred? [_|Yes

XINo  Potential? [IYes X No

Are There Any Resource Damages? [ |Yes

[[JNo [X] Potential

What Kind? Water quality

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

[] [] Div. Emerg. Mgt.
[] ] Coast Guard

[1 [[] DHES 608-258-0099 [] [[] Other:

(][] Fire Department

X ] Local Law Enforcement
[ ] LEPC or Local Emer. Mgt.
][] Level A/Level B Team

HEERIN
] ] Nat'1

[ ] Chemtrec 800-424-9300

Incident Commander:

Resp Ctr 800-442-8802

Phone # ( )

Prepared By: Benjamin J. Treml

Phone # 492-5825

Date: 10-23-02 Rpt’d To DATCP? [ ]Yes [X]No

Person Notified: Benjamin J. Treml

Phone # 492-5825

Date: 10-19-02 Time: 14:30

Investigated By: Sign: Date: Incident Closed? P{Yes FNo
Benjamin J. Treml Date: .
10-23-02 2T e
Spill Coordinator Signoff: Date: Transferred To: ERP [] NFA Letter Sent? [ ]Yes PNo

DATC

/Z-/F02__.

Case #

P[] Date: Spill Packet Sent? X]Yes [|No

To:

NO

//%/ &
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e e LA - { See’ Additional Cémmeis On Reverse 1
: S o Please, print page 2 of 2
State of Wisconsin Substance Release Report (Cont’d) =, v A
Form 4401-91 Rev 12-01 -
Date and Military Time Of Incident: 10-19-02/ 11:10 AM Responsible Party: Proctor & Gamble

Additional Comments : Warden Treml was notified and on scene at 3:00 pm. Warden Treml initially met with Ray Perry and Vicki
Kurtz and went to the spill location along the Fox River. Kurtz indicated that she was notified of the spill from an off-duty employee
fishing in the river. Kurtz stated that she could not tend to the matter until approximately 12:00 pm due to being assigned to a machine
with no relief. Perry indicated that he was notified at approximately 1:30 pm that day. Kurtz also stated that when she went to the
location after notification, she originally saw the red substance. Later, Kurtz did not see the substance.

At approximatley 3:00 pm, Warden Treml observed a red subtance in the Fox River, which seemed to be water saluable and contained

along the shoreline with a nortwest wind. Warden Treml took photographs with issued digital camera, while Kurtz took a water sample for'} )

Proctor & Gamble. Warden Treml contacted a boater, who was able to bring Warden Treml to the discharge pipe with the boat. Warden
Treml observed a faint shade of red in the River. Warden Treml notified Chronart and Superior.

Superior arrived at the scene. Green Bay Packaging (northern property border) was also adised to check their systems for the dye. Warden
Treml and Superior looked at the intake and discharge at Green Bay Packaging and could not find any indications of the red dye. City
Works was dispatched and advised Warden Treml where the City discharge pipe was located. Warden Treml and Superior could not find
any Red dye substance.

Superio found the substance to be nuteual. It was later discovered that the red dye was contained at an external holding tank, with three
automatic sub-pumps removing the substance when activated. It was then tracked back to converting for a bounty machine. MSDS sheets
indicated that the substance was not hazardous to the environment. Perry and other engineers (Matt Johnson and Sharon Umentum) were
not sure if converting was the source.

Superior put a boom around the red dye material and a deflection boom by Green Bay Packaging intake. Superior also left a pump station
for Proctor & Gamble to retrieve the material from holding tank until the source was found.

Warden Treml left a spill packet with Pery and informed him to notify Chronart with any questions or further reoccurances.

Case Activity Report: [_] Yes [X| No CAR#: (Please, attach copy of all CAR and other documentation)




[N
+ . o

Enforcement Xction: 'Iﬁ Yes L] No (Explain Below)

Warden Treml informed Perry that response to the spill and reporting the spilll to the DNR was unaccpetable. Spill was first notified at
11:10 am and Kurtz did not respond until approximatley 12:00 pm. Perry was not notified until 1:30 PM and Warden Treml was not
notified until 2:30 pm. This done in the form of a verbal warning.




Chronert, Roxanne N.

From: Gerdman, David A

Sent: Thursday, December 05, 2002 3:53 PM
To: Chronert, Roxanne N.

Subject: Procter & Gamble Spill Report

Roxanne, apparently Procter & Gamble will be sending you (if they haven’t sent it already) a follow-up to the October
spill of red ink into the Fox River. Could you please send me a copy of their follow-up report? The address here is
2220 East County Hwy. V, Mishicot 54228. Thanks.

I'll be meeting with Keith Latva and Ray Perry on Dec. 20th at 8 at the north gate to look at the piping modifications, if
you need to re-visit the site.

Dave Gerdman

Page 1



RECEIVED

DEC -3 2002

December 2, 2002

Ms. Roxanne Nelezen Chronert
Spills Coordinator

P.O. Box 10448

Green Bay, WI  54307-0448

Dear Ms. Chronert;
Subject: No Further Action Report for Procter & Gamble Red Ink Spill to Fox River

Summary of Incident:

At approximately 11:10 a.m. on Sat., October 19™ an off duty Procter & Gamble (P&G) employee that was
fishing on the Fox River noticed a red discharge from our 010 outfall at the north end of our Fox River
Plant property. This is our stormwater discharge and back up treated water discharge to the river. The
employee then called this information in to his departmient. That department notified our Raw Materials
department who in turn called the guard and requested that I be notified. At approximately 12:50 p.m. I
was notified at home by the guard. I responded to the call by coming in to the plant to investigate. I went
out to the 010 outfall and noticed no red discharge in the river, but the algae along the bank was stained red
for about 50 yards upstream of the discharge and about 20 yards downstream of the discharge. 1then
checked our 001 outfall which is located about 100 yards upstream of the 010 outfall. This is our main
treated water discharge and there was no red discharge or staining at this location. I also checked the flume
handling treated water and stormwater from the south end of our plant — there was no red liquid in this area
at that time. I then called in the spill at approximately 2:00 p.m. to the Wisconsin DNR. Warden Ben
Treml called me back at about 2:30 p.m. and asked to visit the site. He arrived at about 2:45 p.m. and we
proceeded to the 010 outfall. At that time a red discharge was observed. Onyx Superior Special Services,
Inc. was called in to contain the spill and begin clean up operations. Onyx Superior determined that the pH
was neutral for the sample obtained from the river. We then began to trace the origin of the spill and
discovered that the red material was located in our north lift station sump pit. An electrician from our Raw
Materials Dept. turned off the power to the lift pump to prevent further discharge of the material and Onyx
called in a 5,600 gallon tanker truck to begin removing this material from the sump pit. In addition, a boom
was placed in the river around our 010 outfall to attempt to contain any possible additional discharge. On
call resources from our Raw Materials Dept. and a past Environmental Dept. employee were called in to
assist in the problem solving.

A Bounty red ink was discovered within the ink storage spill protection area in a floor pit. We traced this
line to a floor drain located near one of our paper machines elsewhere in the plant. The valve to this ink
drain line was shut off at this time as a precautionary measure. This floor drain was believed to drainto a
sump that pumped the water to a dissolved air flotation unit and then to Green Bay Metropolitan Sewerage
District (GBMSD). However, we suspected that somehow this drain was discharging to the stormwater lift
station. We began checking grated manhole covers for evidence of the red material and found none. The
plan then was to pump the lift station down to the point that we could flush the floor drain at the paper
machine and verify that it was somehow connected to the stormwater system. After the tanker was full the
lift station still contained red liquid and another tanker was called in to continue the removal operation.
This tanker was full by about 2:15 a.m. Sunday, October 20, At this time there was still red liquid in the
lift station sump pit and it was determined to resume pumping operations later that day or Monday
depending on the weather.

On Monday, October 21* at about 8:00 a.m. we checked the 010 and 001 outfalls as well as the flume area
and found no red liquid at any of these points. A sample of the material was sent to EnChem for a heavy



..

metals analysis. Later on that morning a third tanker resumed the pumping operations at the north lLift
station sump pit. About 2:30 p.m. we checked on the status of the pumping operations and found that the
third tanker was full and the sample was clear. We then checked on the 010 outfall with Emery Coonen,
Onyx Superior. There was a steady rain falling at the time. We discovered a red discharge at the 010
outfall at that time so we checked the 001 outfall which was clear. We then checked the flume area and
found red liquid in the pit leading to the gravity fed 010 outfall. We contacted the Wisconsin DNR at about
3:00 p.m. This gravity fed line is connected to the line from the north lift station between the pit and the
river. The grade on this line is minimal and we concluded that the red material had been trapped in the
gravity fed line and forced back into this line due to back pressure from the river. We worked with Bounty
converting to isolate their ink storage area and the drain pump feeding the floor drain at the paper machine
was locked out to prevent any further pumping of the spilled ink. We worked with Onyx Superior to set up
pumping operations at the south site beginning Monday night as soon as another tanker could be on site. In
addition to the tanker a frack tank was also delivered and about 20,000 gallons was pumped out Monday
night. Tuesday morning, October 22™ there was still red liquid in the south area pit and plans were set up
to resume pumping this area. That evening a second frack tank was delivered and another 20,000 gallons
was pumped out. Upon completion of this pumping the liquid in this pit was clear.

Tuesday, October 22™ investigations continued on the source of the spill and it was discovered that about
250 to 300 gallons of magenta red ink (MSDS sheet enclosed) had been spilled within the spill containment
area in Bounty Converting. That ink had been collected and then pumped to the floor drain by the paper
machine between 4:00 a.m. and 6:00 a.m. on Saturday, October 19" with the belief that it would eventually
end up at GBMSD. Also on Tuesday, our in house lab determined that the color samples indicated that this
was likely the same material involved in the spill, and the 1ab concluded that this material’s pH was about
neutral. We checked the MSDS sheet for the magenta red ink and there was no indication of any toxicity
issues. We then began to look for ways the ink could have gotten to the stormwater sewer system. We
investigated the floor drain by the paper machine and found that it most likely did not go where we initially
thought and may be connected to the storm sewer system.

Wednesday, October 23™ we hired a contractor to trace the line from the floor drain near the paper
machine. The contractor was unable to trace the line due to number of bends in the pipe. We then worked
with Emery Coonen to obtain a safe dye to trace these lines. Emery obtained a blue dye and delivered it to
the plant.

Thursday morning, October 24" we began tracing the floor drain line with the blue dye. The blue dye was
poured into the floor drain and then flushed with water. The blue dye showed up in the north lift station
sump pit as well as a manhole within about 2 hours confirming our suspicions that the floor drain was
connected to the storm sewer system. At this time plans were put in place to plug this floor drain and other
drains in the area that were also determined to be connected.

Friday morning, October 25™ we met with you and David Gerdman from the Wisconsin DNR and Emery  x

Coonen from Onyx Superior to review our clean up, problem solving, and action plan to prevent future
occurances. Later that day we received the analytical test results from EnChem (copy enclosed) confirming
this material is within limits for heavy metals.

Action Plan to Prevent Future Occurances:
1. Temporarily plug the floor drains by the paper machine. Done on 10/22/02.
2. Permanently plug the floor drains by the paper machine. Done on 10/25/02.
3. Update the drawings of that arca. Done on 11/08/02
4. Extend the ink drain line to a floor drain verified to go through our dissolved air flotation system
and then to GBMSD. Completed by 11/01/02.
Confirm with GBMSD their willingness to take this ink. Completed by 11/08/02.
6. Review with the site the need to get Environmental Department resources involved immediately
in the event of any future spills. Completed on 10/25/02..
7. Make arrangements with Onyx Superior to dispose of the remainder of the concentrated ink
spilled in Bounty Converting. Done on 11/13/02.

o



8. Make arrangements with Onyx Superior and GBMSD to dispose of the 55,000 gallons of red
liquid pumped out of our sump pits. Completed by 11/22/02

If you have any questions, feel free to give me a call at 430-2026.

Sincerely,

Ray D.¥Perry vad
Site Environmental Leader
Enclosures:

Map

EnChem Analytical Results

MSDS for ink
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Signature 0 Date o
Name: Linda S. Mackley STL Chicago

2417 Bond Street
Title: Project Manager University Park, IL 60466

E-Mail: lmackley@stl-inc.com

PHONE: (708) 534-5200
FAX..: (708) 534-5211

STL Chicago is part of Severn Trent Laboratories, Inc.

STL Chicaga Is & part of Severn Trent Laboralories, Ing.



Severn Trent Laboratories - Chicago
METALS CASE NARRATIVE

Client: EnChem Date Rec’d: 10/23/02
Project: OfflLoads

STL Job #; 212910

1. This narrative covers the Metals analysis of samples . the above Job #212910.

Method Ref: USEPA 8W-846

&

All analyses were performed within the required holding times.

3. Al Imtial and Continuing Calibration Verification (TCV/CCV's) were within control limits
except for Lead & Zinc.
Lead in the sample was less than the RL.
Zinc — All Matrix QC’s were within control limit. Also the Zinc in undigested sample
confirmed the reported value. Therefore, reanalysis was not performed).

4,  All Initial and Continuing Calibration Blanks (ICB/CCB's) were within control limits,

5. AILICP Interference Check Samples (ICSA and 1CSAB) were within control limits.

6.  All Laboratory Control Sample (LCS) recoveries were within the 80-120% control limits.

7. All Method blank concentrations were less than the Reporting Limits (RL) except for Zing.
(Please refer to comments on item3 above).

8.  All Serial dilution analysis were within control limits.
All Matrix spike recoveries were within the 75-125% control limits..

All Duplicate results were within the 20% RPD control limits for sample concentration
grealer than 4X the RL or -+~ the RL for sample concentration less than 4X the RL...

/L(@"M‘ ¢ &"[\_, le‘ﬁA’)e Yo
Mani 8. lyer Date
Metals Section Manager




STL Chicaswo is part of Severn Trent Laborataries, Ine.

SAMPLE LNFORMATION

‘bate: 1072572002
Job Number.: 212910 Project Number......... : 20002620
Customer...: EnChem Customer Project 1D....: OFFLOADS
: Laurie Woeltfel Project Description....: Offloads
Laboratory Customer Sample Date Time Date Time
Sample [D Sample ID Matrix Sanpled Sampled Received Received
827384 -001 Water 107212002 10:50 10/23/2002 09:20

2129101

Page 1




$T¢ Chicago is part of Severn Trent Laboratories, lnc.

Ty

dab Number: 212910

LABORATORTY

TEST

RESULTS

Date:10/25/2002

CUSTOMER: EnChem

Customer Sample 1D: 827384-001

PROJECT: OFFLOADS

ATTN: Laurie '.EJpelfeL

e e ettt s e e e = s

Lapcratery Sample

iD: 212910-1

Date Sempled......: 10/21/2002 Date Received....... 1 1042372002
Time Sampled...... ¢ 19:50 Time Received....... : 09:20
Sample Matrix..... : Water
TEST METHOD PARAMETER/TEST DESCRIPTION "7 SAMPLE RESULT  ©|FLAGS ML RE [DILUTION|  UNITS | BATCH 3OF| DATE/TIME ITECH
335.2 Cyanide, Tatal {Yit., Spec.} : l
Cyanide, Total "HD - - 4.0432 - p.010 1 mafL 166620 10425702 1287 irrm
150.1% pH {Mater) . . . ! ;
pH f 7.60 g.20 0.20 |1 of Units j66398 | |10/23/02 1652 |nep
T4TO0R Mercury (CVAS) ; : |
Mercury HD u: 0.0940465 0.0002001 mgfL !6650? 16724702 1348 9ok
60108 Metals Analysis ((CAP Trace} , :
Arsenic ND u 0.0052 ! 1.0 {1 mg/sL 56589 10#26402 1447 | lmr
- Cadmium ND u 0.00044 g.op2¢ |1 mg/L 6658¢% 10/26/02 1447 | lar
’ Chromium 0.0020 |8 0.001% g.01¢ N mg/L 65589 110724702 1447 | lmp
Copper 0.23 - 0.0014 a.010 .1 mgsL 56583 110724402 1447 | Lar
Lgad KD u 0.0029 Q.0050 1 mgsL 64589 (10726402 1447 | Loe
- Ntckel ND u . 0.0019 0.01¢ mafL 66589 - !10/24!02 1447 Lor
Zinc 0.6%1 H* . n.0ig g.020 AN mgsL 66589 - 5103’2&;"02 1447 | Lme
P
j
. f :
- i 5
* [n Bescription = Dry WUgt. Page 2
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SiL Chicago is part of Severn Trent Laboratories, Inc.

. LA
Job Number: 292910

BORATORY

CHRONICLE

CUSTOMER: ‘EnChem

Lab [D: 21291D-1

METHOD

in10a

335.2

FOD

7470A

&010R

Ta70/7471

150.3

" PROJEET: OFFLOADS

Date: 10/23/2002

R

Client 1D: 8273B4-001
DESCRIPTION
Acid Digestion (ICAP)
Cyanide, Total (71it., $pec.)
Electronic Data Deliverable
Mercury (CVAA)
Metals Analysis (ICAP Trace}
SWB46 Digestion (Hg)
pH (Water)

Date Recvd: 1072372002
RUN#Z ~ BATCH# PREP BT #(8)

1

PECE R QT S |

66356
66420

64507
66589
66504
66398

Page 3

béb620

66504
66356

66368

. "ATTM: l.Burie Woel fel

Sample Date: 10/21/200¢
DATE/TIME ANALYZED OILUTION

10/23/2002
1072572002

1072472002
10/24 /2002
1072472002
10/23/2002

1600
1241

1348
1447
0930
1652




STL Chicage is part of Severn Trent Lsaboratories, Inc.

QUALITY

Job Number.: 212910

co

NTRQL

RESULTES

Report Date.: 10/25/2002

CUSTOMER: EnChem

‘PROJECT ;- OFFLDADS

ATTN: Lau;"'le.' Uc.melfel

ac Type Description Reag. Code Lab ID Dilution Factor Date Time
Teat Method......._.: &010B Analyst...: imr

Method Description.: Metals Analysis ([CAF Trace) gatch.............: &&BBQ

LCS Laboratory Control Sample :MU&!SPKDD4 - 166356 . 1072472002 1416

Parameter/Test Description Units QC Result QC Result True Valus Orig.-value QC calc. * Limits
Arsenic BV 009490 0.10000 0.00520 U 95 % 8p-120
Cadmium my/L 0.04852 D.25000 D.00044 U 97 % 80-120
Chromium mg/l, 0.20024 0.20000 0.00150 U 400 % BD-120
Copper ) mg/L 0.24397 0.25000 0.00140 U 98 % 80-120
Lead ma/l 0.09970 0.10900 0.00290 U 300 % 80-120
Nickel mg/L 0.48707 0.50000 0.00190 U 97 %4 80-120
Zine ma/L 0.51061 0.50000 0.10368 102 % 8Dp-120
Page 4 % %% REC, R=RPD, A=ABS Diff., D=% Diff.

£



5TL Chicmgo is part of Severn Trent Labormtories, Inc,

QUALITY CONTROL RESUYLTS
Job Number,: 212910 keport Date.: 10/25/2002
' CUSTOMER: EnChem. , " PROJECT: DEFLOADS ~ L7 7 UATIN: Laurie Woelfel
oC Type Description Reag. Cade Lab ID Dilution Factor Date Time
Test Method........: 60108 Anatyst,. . .« lmr
Method Description.: Metals Analysis (1CAP Trace) Batch.v,..........: 64589
‘MB Method Blank ' 66356 .| 66356 14724672002 1410
Parameter/Test Description Units aC Result QL Result True Value orig. Value QC Calc. * Limits F
Arsenic mg/L 0.00520 U - -
Cadmium mg/L 0,00044 U
Chromium mg/L 0.00150 u
Copper mg/L 0.00160 U
Lead ny/L 0.00290 v
Nickel mg/L 0.00190 U
Zinc mg/L 010368 : H

Page 5 * %= REC, R=RPD, A=ABS Diff., D=¥ Diff.



5TL Chicage is part of Severn Trent Lmboratories, Inc.

GuUALTTY

CONTROL RESULTS

Job Number.: 212910 Report Date.: 1072572002

CUSTOMER: EnChem PROJECT & GFFLOADS ATTN: taurie Woetfel

QRC Type Dezscription Read. Code Lab D pitution Factor Date Time
Test Method........: 6D10B Analyst. .1 lgr
Method Desceription.: Metals Analysis (JCAP Trace) Batch,....... Vet 66589

Mp Method .Duplicate 212910-1 10/26/2002 1453

Parameter/teat Description Units OC Result QC Result True Value Drig, value ac Cale, * Limits
Arsenic mg7L 0.00520 U 0.00520 U 0.00482 A 061000
Cadmium mg/L 6.00044 U 0,00044 U
Chromium my/L $£.00150 U 0.00201 6 0.80128 A 0.0700D
Copper ma/L 0.23564 0.23333 . 1.8 R 20.0
Lead mg/L D.00290 U 0.00290 U 0.000%0 A 0.00500
Nigkel ma/L D.bB19G U 0.0D19D0 U D.00106 A 0.01000
7inc mg/L 0.09163 G.09146  0.00017 A Q.02000
Page & * ¥=% REC, R=RPO, A=ABS Diff., D=% Diff.




STL Chicago is part of Severn Trent Laborateries, Inc.

QUALTTY CONTROL RESULTS
Job Number.: 212910 Report bate.: 10/2%/2002
CUSTOMER: EnChem “RROJECT: OFFLOADS' ATTH: Laurie Woelfel
ac Type Desgription Reag. Code Lah 1P Dilution Factor Date Time
Test Method........: 60108 Analyst...: lmr
Method Description.: Metals Analysis (ICAP Trace) Bateh.oovuvrsvn. .2 46589
MS Matrix Spike MO21SPKO04 212910-1 1072472002 1532
Parameter/Test Oescription Units at Result QC Result True Value Orig. Value QC Calec. * Limits fF
Arsenic ) ng/L 0.10482 0.10000 0.00520 U 105 % 75188
Cadmium mg/L 0.04814 0.05000 0.00044 U 96 % 75-125
Chr-omi ma/L 0.20098 0.20000 0.06201 B 100 % 75125
Copper mg/L 0.46948 0.25000 0.23333 94 % 75-125
Lead mg/L 0.10032 0.10000 0.002%0 U 100 % 75-12%
Nickel mg/L 0.48155 0.50000 0.00190 U 96 % 754185
Zinc mg/L 0.58176 0.50000 0.0?46 98 % 75-12%
Page 7 ¥ %=% REC, R=RPD, AzABS Diff_, D=% Diff.



s1L Chicago is part of Severn Trent lLabaratories, Inc.

QUALITY CONTROL RESULTS
Job Number.: 212910 Report Date.: 1072572002
CUSTDMER: EnChen RROJECT: OF¥LOADS ATTIN: Lsurie Woeifet
C Type Deseription Reag. Code Lab 1D Dilution Factor Date Time

Test Method. ... ...: 60108 Analyst...: tmr

Method Description.: Metals Anelysis (ICAP Trace) Bateh...ovrennn.o.t 6B589

MSD Matrix Spike Duplicate MD21SPK004 292910-1 . 1072472002 1538

Parameter/Test Description Units aC Result’ OC Result True Value Orig. value QC cate. * Limits F

Arschic mg/L 0.10029 0.10482 0.10000 0.00520 U 100 P 75-12%
4.9 R 20

Cacmium mg/L 0.04816 0.04814 0.05000D D.00044 1 9& % T73-12%
0.0 R 20

Chromium mg/L 0.20230 0.20098 0.20009 0.00201 B 101 % 73-128
1.0 R 28

Copper g /L 0.47642 0.46948 0.25000 £.23333 97 % 754125

. 3 R 20

Lead mg/L 0. 10080 0.10032 0.10000 0.00250 U 107 % 75-125
1.0 R 20

Nicknl mg/L 0.48458 0.48155 0.50000 0.001%0 U 97 % 75-125
1.0 R 20

Zine mg/L 0.59017 0.58176 850000 Q09146 100 % 75-125
2.0 R 20

page 8 * %=¥% REC, R=RPD, A=ABS Diff., D=¥% Diff.



4TL Chicago s part of Sovern Trent Laberateries, Ine.

QUALITY CONTRIDL RESULTS
Job Number.: 212910

Repart Date.: 10/25/2002

[T

CUSTOMER: EnChem. " PROJECT:"OFFLOADS

ATTN: Laurie woelfel

ac Type fescription Reag. Code Lab 1P

Dilution Factor

Date Time

Test Method.,......: 60108

Analyst...: lmr

Mcthod Desxcription.: Metals Anplysis (ICAP Trace) Bateh,...cnaiuan.ot 66589

b serial Ditution S 21291071 1072472002 1544
Parameter/Test Description Units QC Result QC Result True value Orig. value QC cale. * Limits F

Arsenic /L 0.00520 U 0.00320 U -

Cadinium ma/L 0.00044 u 0.00044 U

Chromium g /L 0.00150 U 2.002071 B

Coppet ng/L 0.04971 0.23333 4.5 o 10.0

Lead ng/L 0.00290 U 0.90290 U

Hickel mg/L 0.0043%9 8 0.00190 U

Z2ing mg/L 0,024661 0.09146

Page @ ¥ J=% REC, R=RPD, A=ABS Diff., D=% Diff.



8TL Chicage is part of $evern Trent Laboratories, Inc,
aUALTITY CONTROL RESULTS .
Job Number.: 212910 Report Date.: 10/25/72002

CUSTOMER: EnChem PROJEGT: OFFLOADS. ATTN: Laurie Hoelfel

Test Method..ov.oa: 335.2 B < T - - Y  Analyst...: rem

Method Description.: Cyanide, Tatal (Tit., Spec.) Test Code.: CN

Parameter..........: Cyanide, Total
Q¢ Lab ID Reagrnt unite ac Result aC Result True Value Orig. value QC Calc. F * timits Date Tite
e &be20 mg/L 0.00320 U - 10/25/2002 1236
LCS 66620 102FSTEN2  mg/l 0.0924D (.09800 0.00320 U %4 %  80-120 10/25,2002 1236

Test Method...,....: 150.1 YD 7 O X 6L30R Analyst...: nrp

Method Description.: pH (Water) ' Test Code.: PH

Parameter .y s cuner s 4 pH o
aC Lab 1D Reagent Units QC Result QC Result True velueg  Orig. Valug OC Cale. F * imits Date Time
“LCs 66398 [02CPHTB  pH Units . 98400 7.00D00 0.02000 A 0.20000 1072372002 1649
LCD 46398 I0ZCPH7BR pH Units 6.98000 7.000D0 0.02000 A D.20000 10/23/2002 1450
MDR 212910-1 pH Units 7.62000 7.60000  0.02000 A 020000 1072372002 1453

Test Method........: 7470A Bateh.ocieiivriaset 66509 Anatyst...: gok

Method Deseription.: Meredry (GVAA) Jest Code.: HG

ParamEter..ersenaas HEFCUTY
RC  Lab ID Reagent Units RC Result ac Result True Value Orig. Value QC Calc. F * Limite Date Time
ME 66504 ug/t 0.06 U T 10/24/2002 1269
LCS 66504 MO2ESTKO10 ugs/L 2.09 2.00 0.06 U 105 % B0-120 1D/24s2002 1251

page 10 *  %=% REC, R=RPD, A=ABS Diff_, D=% Diff.



QUALITY ASSURANCE METHODS
REFERENCES AND NOTES

Report Datve: 10/2572002

REPORT COMMENTS
1) Atl prges of this report are integral parts of the analytical data, YTherefore, this repert should
be reproduced only in its entirety.

2> $nil, =ediment and sludge sample results are reported on a “dry weight" basis except when analyzed for
landfill disposal or incineration parameters. All other solid matrix zamples are reported on an "as

received” basis unless noted differently.
3) Reporting limits are adjusted for sample size used, dilutiens and moisture content if applicable.

43 The test results for the noted analytical method{s) meet the requirements of NELAC. Lab Cert, I0# 100201

5) Arizona Fnvironmental Laboratory License number AZD&C3.

#) According te 40CFR Fart 136.3, pH, Chlorine Residual and Dissalved Oxygen anmalyses are to be performed

immediately after mqueous sample collection. When these parameters are not indicated ss field (e.g.
pH Field) they were not analyzed immediately, but as soon as possible on laborstary receipt.

Gloszary of flags, gualifiers and abbreviations (any number of which may eppear in the report)
[norganic Qualifisrs (Q-Column)
u Analyte was not detected at or above the stated timit.
< Nat detected at or above the reporting limit,
Result is less than the RL, but greater than ar egual to the method detection limit,
Result 15 less than the CRDL/RL, but greater than or equal to the IDL/MDL.
Result was determined by the Method of $tandard Additions.
AFCEE: Result is less than the RL, but greater than or egual to the method detection limit.
norganic Flags (Flag Column)
: oy, cev, (CB,CCB, ISA, ISB, CRI,CRA,MRL: Instrument related OC exceed the upper ar lower
control limits.

-

* LCS, LCD, MD: Batch QC eoxceeds the upper or lower controt limits.
1 MsA correlation coefficient is leas than 0.995.
4 M8, MSD: The analyte present th the original somple is 4 times areater
than the matrix spike concentration; therefore, control limits are mot applicable.
E so: Serfal ditution exceeds the control timits,
H MB, EB1, EB2, EB3: Batch QC is greater than reporting limit ar had a
negative instrument reading lower than the absolute value of the reporting Limit.
N MS, MSD: Spike recovery eoxceeds the upper or lower control timits,
W ASCGFAAY Post-digestion spike wes outside 85-115% control limits.
Organic Qualifiers (@ - Columm)
U Analyte was not detected at or above the stated limit.
ND Compound hot detected.
J Resutt is an estimated value below the reporting limit or a tentatively

identificd compound (T14).

Q Resul? was qualitatively confirmed, but not quantified.
[ Pesticide identification was ¢onfirmed hy GC/MS.
Y The chramatographic response resembles a typical fuel pattern.
z The chromategraphic response does not resemble g typical fuel pattern.
E Rosult exceeded calibration range, secondary dilution required.
] AFCEE:Result is an estimated value balow the reparting Limit or 2 tentatively identified compound
Organic Flags (Flage Column)
B MB: Batch @QC is greater than reporting limit.
* {cs, LCDh, ELC, ELD, CV, MS, MED, Surrogate: Batch GC excoeds the upper or lower control limits.
. ER1, EB2, EB3, MLE: Batch QC is greater than reporting Limit
A Concentration exceeds the instrument calibration range
a Cancentration is below the method Reporting Limit {RL)
B Compound was found in the blank and sample,
D Surregate or matrix spike recoveries were nat
abtained because the extract was diluted for
analysis; also compounds snalyzed at a dilutien will be flagged with a D.
H Alternate peak selection upon analytical review
I Indicates the presence of an ipterfence, recavery is not caleulated.

M Manual ly integrated compound.

(TIC)

Page 11




QUALITY ASSURANCE METHODS
REFERENCES AND NOTES

‘REporF Date: 10/25/2002

P The lower of the two values is reported when the % difference between the results of two GC columns is
arenter than 25%.
Abbreviations

AS
Batch
CAP
cey
CF

1

ce

c3

Post Digestion Spike (GFAA Samples - See Mote 1 below)
Designation given to identify a specific extraction, digestion, preparation set, or analysis set
Capittary Column CCB Continuing Calibration Blank
Continuing Calibration Verification

Confirmation analysis of original

Contirmation analysis of A7 or D1

Confirmation analysis of A2 or D2

Canfirmation analysis of A3 or D3

Low Level Standard Check - GFAA; Mercury

Low Level Standard Check - ICP

calilbration Verification Standard

Dilution Factor - Secondary dilution analysis
Dilution 1

Dilution 2

Dilution 3

betection Limit Factor

Distilled Standard - High Lavel

pistilled stondard - tow Level

Distilled Standard - Medium Level

Extraction 8lank 1

Extraction Blank 2

D1 Blank

Method Extracted LCS

Methad Extracted LCD

Initial calibration

Initial Calibraticn Blank

Inttial Calibratien Verification

Instrument Detection Limit

tnterference Cheek Sample A - ICAP

Interference Check Sample B - ICAP

The first six digits of the sample 1D which refers to a specific elient, project and sample group
Lab ID An B number unique laboratory identification
Laboratory Control Standard Duplicate

Laboratory Control Standard with reagent grade water or a matrix free from the analyte of interest
Method Blank or (PB) Preparation Blank

Method Duplicate

Method Detection Limit

Medium Level Extraction Blank

Method Reporting Limit Standard

Method of Standard Additions

Matrix Spike

Matrix Sprke Duplicate

Not Detected

Preparation factar used by the Laboratory's Informatien Management System (LIMS)
Post Digestion Spike (ICAP)

Re-analysis of original

Re-analysis af D1

Re-analysis of D2

Re-analysis of D3

Re-extraction of dilution

Re-extraction of original

Re-extractien Confirmation

Reporting Limit

Relative Percent Difference of duplicate (unrounded) anaiyses
Relative Response Factar

Page 12




RUALITY ASEURANCE MET-H d:b.él )
REFERENCES AND NOTES

Report Date: 10/25/2002.

RT Retention Time

RTY Retention Time Window Sample ID A 9 digit number unique for each sample, the first
six digits are referred as the job number

5CB Seeded Control Blank

SD serial Dilution (Calculated when sample concentration exceeds 50 times the MDL)

LR Unseeded Control Biank

S8V Second Source Verification Standard

SLCS Solid Laboratory Control Standard(LCs)

PHC pH Calibratien Check LCSP pH Laboratary Control Sample

LChP pH Laboratory Control Sample Dupticate

MDPH pH Sample Duplicate

MOFP Flashpoint Sample Duplicate

LCFP Flashpoint LC8

61 Gelex Check Standard Range 0-1

G2 Gelex Check $tandard Range 1-10

G3 Gelex Cheek Standard Range 10-100

G4 Getex Check Standard Range 100-1000

Note 1: The Post Spike Pesignation on Batch OC for GFAA is designated with an YS! added te the current
abbreviation used. EX. LCS 5=LCS Post Spike (GFAA)Y; M5$3M$ Post Spike (GFAA)

Note Z: The MD calculates an obsolute difference (A) when the sampile concentration is less than 5 times the
reporting limit. The control limit is represented as +/- the RL. '

Page 13
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ESTIMATE #9417 .
October 23, 2002 .

We are pleased to estimate the following:

A) Alter Flite 2 Roll Angle Overhead Mold per SK-0802021-3 (Omni mold no.# OMNI-126)

Reduce the height of the socket interface by approximately .25" in the existing one cavity mold. - $200.00

B) Alter Flite 3 Roll Angle Overhead Mold per SK-0802022-3 (Omni mold no.# OMNI-127)

Reduce the height of the socket interface by approximately .25" in the existing one cavity mold. - $200.00

Pricing is subject to review of the final drawings. Alterations are to be complete approximately two (2) weeks A.R.O. or less. Tooling
payment is due net upon receipt. Any questions, please feel free to contact us.

Sincerely,

Terry L. Elkins - Applications Engineer
Omni Technologies, Inc. USA

80 Brown Street

Greendale, IN USA 47025

Office Phone: (812) 539-4144
Office Fax: (812) 539-4437

‘E-Mail Address: terrye3@zoomtown.com

~ http://www.omnitechnologies.com

file://CAWINIS\TEMP\~0054309.htm 10/28/02



Chronert, Roxanne N.

From: Chronert, Roxanne N.

Sent: Tuesday, October 22, 2002 2:01 PM

To: ‘Cory King - US CG’; Bougie, Cheryl; Gerdman, David A
Cc: ‘Emery Coonen - Superior’; Treml, Benjamin J

Subject: P&G Red ink Spill

| have a nasty cold and talking is tough. So | thought an e-mail would work best.

| just got off the phone with Emery Coonen, ONYX Emergency Services, 920-960-9440. So far 35,000 gallons of
water have been pumped from the two pits. These are the piis that contain the storm water prior to discharge to the
Fox River via outfall 010. (I am not going to try to explain the pits and how they are tied into the ouitfalls 001 and 010,
the sump in the ink area, and distinguish where the storm and sanitary lines run. | have talked to Emery, Ben Treml|,
Br. Co Marine Warden, and Keith Latva and think | have a basic understanding but as soon as | write it down | will
get something wrong. It is confusing enough without getting wrong information.)

P&G has someone checking the pits and outfalls every half hour 24 hours a day. If any red ink is noted they have
ONYX on standby to immediately pump the water from the pits again. This should eliminate any additional release to
the Fox River.

Enchem will have all the analytical completed by Thursday afternoon. Per my discussions with Emery, Ben and
Keith the biggest concern with the ink may be copper. Once the analytical is complete GBMSD will make a
determination as to if they can take the 35,000 gallons of pumped water.

P&G cannot find the source of the ink in the pits. The ink is stored in the center of the plant there is a containment
pit around the ink. The pit is not connected to the storm sewer. P&G has all their engineers working on this issue to
find the source. They are checking to make sure a storm line has not been tied into the containment pit or the
sanitary lines from the Bounty area. The process waste water from the Bounty line normally goes to the sanitary
sewer. They are also checking all their plumbing plans for some other explanation.

If they cannot find the source by Thursday when they get the lab results | will probably have them start putting in
some borings to see if there was a historic release, a line is broken underground, etc., etc., etc. | am not requiring
this yet because | am hoping they will be able to find the source and want to give them that opportunity since they
have been successful in eliminating the release to the Fox River. | will try to set up a meeting on Thursday or Friday
(after all the lab results are in) with P&G so | can see the site, have them explain their lines and what they have done
to find the source. | will let you all know any details on the time and place. Depending on your schedule you are
welcome to come.

1 will keep you updated on any new information. | will be out most of tomorrow in court. If you need to contact me
ASAP call my mobile phone at 920-362-2072. | am be leaving a little early today. | am going to try to sleep off this
cold!

I hope to send this message to Keith Latva 430-3848 and or Ray Perry 430-2026 as soon as | receive a call back
with their e-mail address.

Roxanne Nelezen Chronert

Spills Coordinator - Hydrogeologist
Wisconsin Department of Natural Resources
1125 N Military Avenue

PO Box 10448

Green Bay Wi 54307-0448

Phone: 920-492-5592

Fax: 920-492-5859
roxanne.chronert@dnyr.state. wi.us

Visit us on the web at www.dnr.state.wi.us/org/aw/rr
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NOTE: On June 16, 2002 the e-mail format for WDNR changed to firstname.lastnaome@dnr.state wius Messages sent to the
old address (chronr) will be forwarded to the new address foxanne.chronert) for an undetermined amount of time.
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