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1 Introduction

Resuls are reported fo the analyss of a series of suface water samples received by Centre
Analyical Laboratories, Inc. (Centre) fom the 3M Environmental Laboralory. Thesampleswere
collected from Pensacola, Fl. The Genre study number assigned t the project is 023-014.

‘Speciic fluoochemical characterization by quid chromatography / tandem mass spectromety
(LCIMSIMS) was requestedforall samples. Atotal of 8 samples were received for analysis.

Thesamples were prepared and analyzed by LCIMSIMS for the following ist of fuorochemicas:

«Table 1: Target Analysis

[CompoundName_____ TAconm |
[PeruorooctaneSuonate— [pros |
[Peruorooctane Sufonviamide |prosa____|
[Pefuorooctancate[roan |

The analytical method usedwasvaicaledbyConte. The validation protocol and results are on
filwit Centre.Dalapreseniedhere ishe highestquaitydataavaiable atthistime.

2 Sample Receipt

The samples were submited in indidual plastic containers and were not preserved.” Sixeen
individual sample containers were received. Samples were received on 0503/00. The sample
collection dates were not supplied. Chiain-of custody Information is presented in Attachment A

3 Holding Times

The analyticalmethodusedwasvalidatedagainst amaximholding timeof 14days. The
stabi oftheanalytesof intrest for longerperiodshasnotbeen determined.
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4 Methods - Analytical and Preparatory

44 LCIMSIMS
41.1 Sample Proparation for LCIMSIMS Analysis

‘Samples were inal treated with 200 ul.of 250 gL sodium thiosulfate solion to remove
residual chlorine. Sold phase extraction (SPE) was used 10 prepare the samples for
LCMSIMS analysis. A forymilltr poron of sample was transfered (0a Cyy SPE cartidge.
The caridge was first eed vith 5 mL of 40% methanol n water souton. The eluate was.
discardedandthe SPEcolumnwasthen elutedwih 100%methanol. AS mlporionof
methanol was colected for analysis by LCMSIMS. This eaiment resuled in an eightfold
concentration of the samples prior to analysis.

412 Sample Analysis by LOMSIMS

In HPLC, an aliquotofextract is jected and passed through a iquid-phiase chromatographic
column, Basedontheaft of he analytefo th stationaryphasein thecoum olaive 0
he uid moble phase, te analy is retained for a characteris amountof me. Folowing
HPLCseparation, ESIMSprovides arapid and accuratemeans fo analyzing awide range of
organic compounds, including fuorochemicas. Elecrospray fs general operated at olaiively
mid temperatures; molecule are ionized, fragmented, and detected. Ions characteristic of
Known fluorochemicals are observed and quaniated against sandarcs.

Hewlett-Packard HP1100 HPLC system coupled t0aMicromass UltimaMS/MSwas used to
analyze the sample extracts. Analysis was performed using selected reaction monitoring
(SRM). Samples were extracted on 5/17/00 and analyzed by MSIMS on S/16/00. The HPLC
nd MSIMS methods used for analysis and nsiument parameters canbe found in tachment
0.

5 Analysis

51 Calibration
A T-pain calbratoncurvewasanalyzedatthe beginning andendofheanalytical sequence
for the compounds of interest. The calbration points were prepared at 0, 25, 50, 100, 250,
500, nd 1000 nglL (opt) Th responseofthe quaniaion fon versus the concenizaton wes
plotied for each poin. Using near regression wilh 11x weighting, the siope, y-ntercept and
comsiaton coefficient (1) and coefficientofdetermination (1) were determined. A calbraton
curveisacceptableifr2.0.985(20970).

Galbration standards are prepared using the same SPE procedure usedforsamples.
Calibration check standardswere analyzed perodicaly (everytre 10 five sample injections)
throughout the analysis sequence. Complanca is obtained ff the. standard analyte
concentrations are within +-20% ofthe actual value.
For the resus reported here, calbraton ceria were met.

pacesors 000950



52 Blanks
Extraction blanks were prepared and analyzed wih every extracion batch of samples. The
extraction blanks should nothave any target analytespresentator abovetheconcentration of
the low-level calbration standard. For these samples, he extraction blanks were compliant.
Instrument blanks in the formofcean methanol solvent were also analyzedafter every high-
level calbration standard, and aftr known high-level samples.” Again, the blanks shoud not
have any target analytes present ai or above the lowdevel caibraton standard. For the
‘samples presented here the instrument blanks are compliant.

53 Surrogates
‘Surrogate spikes are not a componentof the LGMSMS analytical method.

5.4 Matrix Spikes
Matix spkes were prepared for every fied sample (excluding blanks) at a concentration of
100 nglL using al compoundsofinterest. Matrix spike recoveries are given in Attachment C.
Allaboratory matrix spikes showed recoveriesofall compounds between 70-130%.

Field spikes were prepared on sample MC-30TH at a concentration of 100 nol using al
compoundsofinterest. Field spke recoveries are also given in AttachmentC. Al field spies
showed recoveries of al compounds between 70-130%.

55 Duplicates
Al fied samples (excluding blanks) were analyzed in duplicate. Results are given along with
the sample resuls in Attachment 8.

56 Laboratory Control Samples
Miliwater was spiked wilh ll compoundofinterest at25 and250ngL.Al recoveriesforal
compoundswerebetween 70-130%ineach LCS. Recoveriesaregenwiththeraw data in
Attachment D.

57 Sample Related Comments
Fiekd blank samples consisted of empty containers. Forty milters of type | water fitersd

through ahypercarbcaridgewasadded(0 theempty containerand analyzedinthesame
manner as the other samples.

6 Data Summary

PleaseseeAttachment 8foradetaed stingofthe analytical resuls.

7  Data/Sample Retention

‘Samples are disposedofone month afer he reports issued unless otherwise specified. All
elecionic data is archived on retrievable media and hard copy reports are stored in data
folders maintainedbyCentre.
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