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1 Introduction

Resulls ae reported fr the anys of a series of surface water samples recohed by ConteAnalytical Laboratories, Inc. (Centre) fromthe 3M Environmental Laboratory. The samples werecalcted fom Cleveland, Tennesse. The Conley number assignedio pees osGia,
Speci. fuorocheica charactarizaton by uid hvmalography/ tandem mass spectrometry(LCIMSIMS)wasrequested oral samen, AcaoSeperate
Thesamples were prepared and analyzeby LOMSIMSfoth owingoffucrocharicals:

+ Table : Target Anes

Perfluorooctane Sulfonate [PFOS|Perfluoroociane Suifonviamide

The anayica method used hre was valdatedby nie. The vaidaton procs and ess areonflowinGari. Datapresentedhrs 3 ighes alycovataniat tv or.
2 Sample Receipt

The samples wero submited in indhidua plas containers and wee not preserved. Etinivial sample continrs wee rece, Sampleswer recoved on 030300 The somecolloctondiesweranot supplied. Chin f usioty flometonfs rosea locas
Samplo MC-102H was not ansaad as per clan request, (Ema cammuniaton fom KisHansen on $1600) "

3 Holding Times

The anaiyical method used wes vaidaled agains a maximum hong ime of 14 days, The
stabilityofthe analytes ofinterestforlongerperiods has not been determined.

pacezors 000956



4 Methods -Analytical and Preparatory

41 LCMSMS
411 Sample Preparation for LG/MSIMS Analysis

‘Samples were nll vested with 200 ul. of 250 mol sodium tiosulate solton to remove
residual chlorine. Solid phase extraction (SPE) was used to prepare the samples forLCMSIMS analysis. A formilite portionofsample was ansfemed fo.a Ce SPE cortiThe cartidge was frst evied wi 5 mLof 40% methanol in water soluion. The elusto wosdiscardedandthe SPEcolumnwosthen elutedwih 100% metianol. A 5miportonof
methanol was collected for analysis by LC/MS/MS. This treatment resulted in aneight-foldconcentration ofthe samplesprior to analysis.

412 SampleAnalysisbyLCMSMS
In HPLC, an aliquotof extract is injected and passed through a liquid-phase chromatographic:
column. Based on the affinty of the analytefor the stationary phase in the column relative tothe uid mobie phase, the analyte s retained for a characteristic amountoftme. FollowingHPLC separation, ESIMS provides a rapid and accurate mears for analyzing 2 wide range oforganic compounds, incluing fluorochermicas. Electospray is generally paratedaf relatormid temperatures; molecu are ionized, fragmented, and detected. lons characters ofknown fuorochemicalareobserved and quantitated against standards
AHewettPackard HP1100 HPLC system coupledtoaMicromass Ulima MS/MSwasused foanalyze the sample extracts. Analysis was peromed using selected reaction monitoring(SRM). Sampleswereexacted on 5/1600and analyzedbyMSSon5/1800, Sample 1G.08Hwasextractedon52200and analyzedon 523100, The HPLCandMS/MS methodsused foranalysisand instrument parameterscanbefoundinattachment D.

5 Analysis

51 Calibration
A T-poin calbratoncurvewas analyzed at thebegining and end of the analytical sequence
for the compounds of interest. The calibration points were prepared at 0, 25, 50, 100, 250,500, and 1000 nl (ppt) The response of he quaniiaton on versus te concentralon was.plottedforeachpoint. Usinglinearregressionwith ixweighting,theslope, y-interceptand‘comolaton coefficient (1) and cosffcent of determination (7) were determined A catratoncurves acceptablefr>0.985(°20970).
Calbration standardsare prepared using thesameSPEprocedureusedfrsamples.

Calibrationcheckstandardswere analyzedperiodically (everythreetofivesampleinjections)
throughout the analysis sequence. Compliance is obtained if the standard analyteconcentrationsare witin+-20%ofth actual vale,
Fortheresus reported here,calibrationrer weremet.
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52 Blanks
Extraction banks were prepared and analyzed with every exacion bach of samples. Theetacton banks shoud othavea artanaespresentaorabove he concentaton oheloweve calbration sandar. Foriso samples, he extaclonbans were camplont
Insiument blanks in the form of San methanol solvent wero so analyzed afer every highlevel albralon standard, and afr known ghovl samples. Agi, he bas anes oaFave any target anaes proset a or above the owiess cainalon sande Fo paSamples presenisd here the nsumentblanksrecompiant

5.3 Surrogates
Surogate spikes arnot acomponentofthe LGMSMS anayical methad,

5.4 Matrix Spikes
Mai spices were prepared for very fied sample (excuding blanks) at a conntaton of100 nigh usingall compound of eres. Mali spike recoveries reGen iAachenC.Allabortory mate s7ikessnowedrecoveries of afcompounds between T0.130%
Fil spies were prepard on sample MC-101H at a concentation of 100 rl. using a1compounds of interest. Field spke recoveries ar iso gven In Athment &. SEOGAShowedlowrecoverynthefieldspike. A oie compounch Showedreverebetwen 6.Ta0%.

55 Duplicates
Al fed samples (exciuding barks) vere analyzed in cuptcae. Resuls re given slong wintnesample resus hAtachent5.

5.6 Laboratory Control Samples
Miliqwater was spikedwith all compoundofinterest at 25 and250ng/L. All recoveriesfor allcompoundswerobetween70-130% in each LCS, Recoveries aregvenwits he rowds 1Atzcrment.

5.7 Sample Related Comments
Field blank samples consisted of empty containers. Forty milters of type | water fiteredough a perc cardge wasadded to he empty container and anaeed i he same
‘manneras the other samples. -

6 Data Summary

Pleasesoe tachmentBfor  detaed sting of theanataosu.

7 Data/Sample Retention

Samples re posedof ne monthafrth rear is issued iss aonvise seciied. Alectoric Gta is archived on reivable med and hard cop reports oe stared n dafolders mainiainedbyGenie,

000958pacesors



8 Attachments

81 AttachmentA:Chain-of-Custody

82 Atachmont5:Resus.
83 AtachmentC: Mati Spike Recoveries (Fieldand Laboratory Spikes)
84 AtachmentD: LCMSMSRawAnaytcal Data

9 Signatures

Zhe 11 bytesohn.Fiahery, Opgrato Manager Date

om

Kevin1LoydVics Plesidont Date

OtherLabMembersContributingtoData

EnakshaWickromesinheKaronSmith
David Bal
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