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a 1 Introduction

Ress ar roported for the analysis of a series of drinking water samples recaived by Centre" Anayica Laboratories, Ic. (Centr)from the 3M Environmental Laboraiory, Thosampies werecolecled fom Columbus, GA. The Centr sudy numberassignad fo th project 023.007.
| ‘Spec fuorochemical characterizationbyliquid chromatography/ tandem mass spectrometry

- (LCMS/MS)was requestedforall samples. Atotalof16sampleswerereceivedforanalysis.

| Thesamplesworeproparedandanalyzedby LCIMSIMSforthefolowing st of uorochemicas:

| + Teblo 1: TargetAnalysis

[FPertuoroocaneSuforate [pros
H [PerfuorooctaneSufonviamide |prosA |

(Pefuococtancate~~ [poan |

l ia generated n spor of tis sy ws genre scr o USEPA. God LaboryPractices (GLPs). The analytical method used was validated by Centro. Thevalidation proloesn andresusareonfewithCente.Dataposedhere i the highest quality dataavaiableat nstime.

5 2 Sample Receipt

Thesamples wero submited in individual las containersandwere notpreserved. Shisennm Individual sample containers were received. Samples were received on 02/15/00. Thesamplecolecton dates were not supplied, Chaln-of-custdyinformation s presented n Atiachment A.

n 3 Holding Times

Theanaly!methodusedwas validated agains amaximumhongtieof 14days. Thenm stabilyoftheanalytesofinterestfor longerperiodshasnotbeen determined.
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n 4 Methods - Analytical and Preparatory

41 LoMSIMS" 411 Sample Poparation for LCMSIMS Analysis
Samples were aly veated with 200 uLof250 mp1. sodium tiosulae souton t removeresidual chlorine. Sod phase extacion (SPE) wes used © prepare. tho samples or1 LGMSMSanalysis. Aforty-milier ortonof samplewas transfered 0aGy SPE cartidge,“The cartidgo was rst elutedwih 5mLof40% methanol inwate soluton. The eatseosdiscardedandtheSPEcolumnwasthenold with 100% methancl. A 5miporionsofi ‘methanol was collected for analysis by LC/MS/MS. This treatment resuited in an eight-foldconcentrationof he samples prioro analysis.

] 412 Sample Analysis by LCMSIMS
InHPLC, an aluot of exrct s ectedandpassed rough a kui hasecvomlographiccokumn. Based on theaflofteana fr th stationaryphase n ho coun reveto| EeeTeSyebenHPLCseparation, ESIMSprovides a rapid and accurate means oranaaing a wide range oforganic compounds, ncuing forochemicas. eclospayisgenraly cparate at relavely[ mild temperatures; molecules are ionized, fragmented, and detected. lons characteristic ofknown orochemicas are observed and quantated against sandards
A Hewitt Packard HP 1100 HPLCsystemcoupled 0.8 Micromass UltimaMSIMSwas use to| analyze he sempeexacts.Anaysswasperfornod using selectedreacton monloring; (SRM). Sampleswere extractedon212400andanalyzedby MSISbetween2500and2127/00. The HPLC and MSIMS methods usedfo analysis and nstument parameters can beB found in atiachment D.

a 5 Analysis

51 CalibrationB A point calbraoncavewasanalyzedatthe boginring andendof he analyticalsequencefor thecompounds of neres.Thecalbraion points wer prepareda 0, 25,5, 100, 250,500,and 1000ngL(pt) The response ofthecuanilaon on yersus theconconiatonwasplot for each point. Using near regression wh 1x weighing, he Sopo,ylercept andB corelaioncoeficint ()andcosficientofdeerminatin (7) wer termined. A cairaioncurveisacceptableif r >0.985 (> 0.970).

B Calibration standardsarepreparedusingthesame SPE procedureused forsamples.

albraton check standards were anayzad periodical every ee tofesample fectons)Froughoutthe analysis sequence. Compliance is abianed ffto.standardanaes0 concaniatonsare within+-20% of acaivale
5 Forthe resusroporied ere albraton reawere met.
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52 Blanks
Exfractonblankswere preparedand analyzedwihevery extractionbatchofsemples.The
extracion blanks shoud not have any target anaes presentatorabavethe concentration of
thelowevel calibration standard. For these samples, he extractionbankswerecomplet.

BA Instrument blanks n the formofclean methanolsolventwere also analyzed afer every high-
level calbration standard, and after known highvevel samples.” Again, tha blanks shoud not
have any target analytes present a or above the lowrovel calbraton standard. For the

| ‘samples presented here theinstrumentblanks recompliant.

53 Surrogates
| ‘Surrogate spikesarenot acomponentofthe LCIMSIMS analytical method.

: 54 Matrix Spikes
Matrix spkes werepreparedfor every sampleal a concentration of 100nglL using all

Il compoundsofnerest. Mat spike recoveriesaregiveninAtiachmentC.
Fieldspikes wereals prepared on several samplesaf a concentaton of 100ng usingal
compoundsof interest. Fieldspike recoveriesaroalsogivenin AtiachmantC. The fiad spke
resus for sample MC-520H gave recoveries fo all compounds of approdmately 1000 %,
indicating thtthissamplewaspossiblyspikedat 1000pat nstead of 100 ppt

o 55 Duplicates
Al samples were analyzed in cuplicate, Results aro given slong with the sample results in
Atechment .

u 56 Laboratory Control Samples
Miliwaterwas spiked wihallcompoundofinerestat25and250ngIL.Al recoveriesfo al

" ‘compoundswerebetween70-130% in each LCS.

57 Sample Related Comments
Fieldblanksamples consisted of empty containers. Fortymiltersoftype | waterfitored" ema ee ha Tut
‘manneras the oer samples.

n 6 Data Summary

n PleaseseeAttachment Bfor adetailed ising oftheanalyticalresus.

a 7 Data/Sample Retention

‘Samplesaredisposedof ane moni ater the report issuedunlessotherwisespecified. Al
elecionic data isarchivedonretrievable mediaandhardcopy raports arostored in dataa SEs
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n 8 Attachments

81 AttachmentA: Chain-of-Custody

n 62 Atschments: Ress.
83 AtachmentC:Matrix Spike Recoveries(Fieldand LaboratorySpikes)
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