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GLP COMPLIANCE STATEMENT

Study Ti: Analytica Phase Report or PFOS: A Reproduction Study wih the Malard
Stuy lgenifcaton Number: E01-1250
This analytical phase was conducted in compiance wiih Toic Substances Carrol Act (TSCA)(Good Laboratory Practica (GLP) Standarés wih the exceptions sled below
Excoptions 0 GLP compiance:

+ Automated dat cllcion systems re not vali. The hardcopy prints aro‘considered asthorignal row das.
+ Thsabi fthe samples has nat been determines
+ Not all cata generated wer corded rectlyo prompy, or nied and dated on atearent.
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STUDY INFORMATION

‘Study Dioctor ‘Sponsor
Sean P. Gallagher 3M Environmental Technology and Safety Services‘Wide Intemational, Lid 3M Environmental Laboratory8598 Commerce Drive Building 236-00
Easton, Maryland 21601 St.Paul, MN 55106

Susan A. Beach,SponsorReprasontative
Analytical Chamistry Laboratory
‘IM Environmental Technology and Safety Services (ETS)3M Environmental Laboratory (3M Lab)
Buiding 236.09
935 Bush Avenue
St.Paul, MN 55106
Lisa Stevenson,PrincipalAnalytical Investigator

‘StuyPorsonnel
Sean P. Gallagher, Widlifo ntomational LTD,,StudyDirector‘Joann 8. Beavers, Wikio Intemational LTD, ‘LaboratoryManagementWilliam K. Reagen, 3b EnvironmentalLaboratory ManagementSusan A Beach,SponsorReprosontativeHarold O. Johnson, Il, OriginalPrincipalAnalytical InvostigalorLisa A Stevenson,Principal Analytical InvestigatorKent R. Lindstrom, Serior Rasoarch Chemist‘Ognjenka Kruplanin, Analytical ChormistMarlene Heying, Analytical Chemist

Experimenta ston
SampleAnalysis Inaton: 10February 2002‘SampleAnalysis Completion: 11Apr 2002

Archives
All original row data, protocol, and analytical report have been archived at the 3M EnvironmentalLaboratoryaccording to 40 CFR Part 792. The analytical reference standard reserve samples, awel as the samples pertaining [0 he analytical phase of ths sc, are &rchived a heEnvironmental Laboratory according to 40 CFR Part 762.
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‘SUMMARY

C4F7SO;K’) was determined in the liver and sera of adult mallards and their offspring in both a

“Table 1. Summary Table, C4F1;SO5” Concentration in Sera and Liver
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Table 2. Summary Table, CsF17SO5 Concentration in Sera andLiverwith Outliers Removed
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PURPOSE
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REFERENCE SUBSTANCES

Table 3. Reference Substances
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‘SPECIMENRECEIPTAND STORAGE
Mallard serum and iver samples were obiained from tho sacrifice of the test animals upon theconclusion of the ine phase of he study (#454-109) conducted at Wide Inarmatindl, Li2nd sent to 3M Environmental Laboratory for analysis. Tho specimens were received at SMEnvironmental Laboratory, assigned laboratory racking (LMS) number(EO'-1256, EO1-1325,or ED1-1367), andwer storedat20°C /- 10°C unt prepared foranalysis

METHOD SUMMARY

The determination of CyF,SO;” concentration n he ver and sera was performed according to3M Environmental Laboralory method ETS-8-231.1, "Sold Phase Extraction and Analysis ofFluorochemical Compounds from Bokogical aces”
The sera samples were prepared by measuring a volume of serum and diuing with water in a1/20 ratio. The Iver samples were preporod by measuring a weight of ver and cling winwater 0 8 1/50 rato prior to homogenizing. Five mi.ofacotoniri was added 1 1.0m of thodiuled sorao 1.0m of the homogenate of ver and was shaken for 20 minutes. These samplesWere then centrifuged for 10 minutes: the superalant was decanted ino 40 mL of water andpassed through a condoned sold phase oxtraction (SPE) column. Afer dying (ho column,20mL of methanol was passed trough the column to clus the anaiye. The sampes wereanalyzed for C4F SO; using HPLC-ESMSIMS.
PREPARATORY METHOD

+ ETS4.2311 “Solid Phase Extraction and Analysis of Fiuorochemical Componentsfrom Biological matices.” This mothod describes the extracion of target anoles frombiological matics, such as sara and lier, using sol phase extraction (SPE). Sera sampleswere diuted wih Kandiyohi (commercial bot) water 1/20, before extraction. Lersamples were died 1/10. approximately 1g of ver and Omi of Kandiyohi waler, and thonhomogenized. A 1.0m aliquot of the ited sera or homogenate of Iver was extracted byadding 5.0m of acetonitrile, shaking for 20 minutes, and centiuging fo 10 minutes. Thesupermatant was Wansforred 10 a clean tube, diled wih 40 mi of Kandiyohi wate, andfitred trough a conditioned C18 (SPE) column. Analytos wereelutedofthecolumn, andanalyzed by igh performance laud chromelooraphy-alectospray tandem MaseSpactomeny (HPLC-ESMSMS)

Table 4. SPE Extraction Summary
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‘SAMPLE RECEIPT, PREPARATION AND ANALYSIS
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