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~v 7t a Aty 2 AR g (PFOS)  ~L 74 a ks 2 e (PFOA)

[ EA bW PE R S OV R])

AT NFaF T B AR CEE (PFOS) AT OFEHERIE L L CH W e~ 2T
TNFAaF T B ANVIER R Y T LRV T VA a7 B g (PFOA) Ot A
TRITTRT,

o1 CAS No. I fE B KSR R
(C)
CeF7S0,K  2795-39-3  538.22 277~280  1g/L  THAHI. BEAKH. $ROZF HAFEA|
CiFisCOH 335-67-1  414.07 37~50 >1g/L BHIEUCE A, AR
1. IZCDHIZ

ANDIfiE & B AEAY O Mk & ORFIEF T, #5052 ppb (ng/ml) OEEET
perfluorooctane sulfonate (PFOS, CF,.S0,7) H SNV, R—=T7 14 vfbd
MBREESAO P TRATO 3M TlE, FREOEK I ZZE LT 2000 F 2l %2 ik
L7273, K. Kannan %5 OFHARERIT TPFOS GYITIAFPHICIEY , BEDEZZHN
HiEk E Do BB EITT TITEREZ T2 2L ERL TV,

R AE A0 N D IR 7> b e L TR S A7z Bl 13, PROS 23 R0 S & Al &
LCORMEIC L D, =T dufb L7 v FELAEWIE, Bk & Bk 5 o
PEE Z RO OICHB IR . KIRDOFHAF . HAH, BMORELIRNE T >~ 7 A
RV V—F =L BEAFEOLLDD FH CHEAINTER, 7R LEHD
HEENSEN-oT2Z & |, [PROS (X5 TAEE N EE T, BREEF CTHOM ST otz
Z &, TPFOS IIBUKMETH 2 D37 DIZIIE HF ~DIEfRIEN E -T2 2 & ), TR



PAIC LD ARIRME D E A TV D ATREMEDR BN 2 &) 2R E DM T, BAEY A~
DERPEL TS EZ NS,

ZIVE TEAANC ADIMLIE & IEZE T PFOS SHTiE. A A v X7 —ik 3R & Nt
(CEBECH L. LC/MS/MS TRIE S 2 FIED AV 6 TE T, ZOMEKRIKIZZ RO
BRI A VBl U, B ETFIA G M CIRIR BRI O T I CE W REDR &
ST, FEBRIT, BEEAKF O PFOS &7 o 72flldd /e, Ny 7 770 R
VT HHRE SN TV RS T,

Z DT, RHNTEREL K Z BT T IEDRE 24T o T2 23 IR AR o
PFOS 13 ng/L L~ DS IZIRWREE TH 572018, WIFRIEZIT O FICHIET S
ZEREEECH o, F T, EEEE LCEM A — Y U AT, LOAS
THWEAT O HIEICOWTHE Lz & 2 A, KRiEIEZBREKY PFOS M O 0%
T PFOA DRIFFSHTIE & L C 57 B RERR Stz 0,

F7- & 52 JEE K OEYH D PFOS J O) PROA IO TIE Al IR B3 72 < |
OGN T =N IR0 TriE E LR B A E 2 O 7o i SRS oV T
Rtz T o7, AEICE Y, HAVBEE)S 410 T ng/g L1 PROS & T8 PFOA
AL,

2. o Wik

(1) HHiEBEEE

IKEEHZ DWW T, ARRBHZ BRI — R U » PIZiE/K L PFOS K& OF PFOA Z [RIRFIC
MRS 20 B B OVERRUBHT DV Tl i A Sl AR E 2 O ThH L Il 2
B — b U o TR D, BEFE2 D OB Z LC/MS-SIM L TRIFFE &I 5,

(2) &k - &FE

(FAK)

FEHEY)E PFOS : Fluka ft: Heptadeca fluorooctane sulfonicacid potassium salt

L 98% LA |

FEEE K PROA : FYGHISEH D Pentadeca fluorooctanoic acid ffifEE 95%LL |

AL =N, TEIF=FIN: mdliEEs v~ 2777 (HPLC) H

R — Y > OGRS Presep—C Agri (220mg)

FyeHidk ! Presep—C Alumina (1, 700mg)

FERUK - Elix Kk BROELEE (X U A7) TS U722k & Milli-Q #fiK
EE (QVUARTHE) gL, B —NY v (Presep—C Agri) (Z
10mL/min. TiAK L72 % D,

Bife 7 =0 AL, KEE(LT Y T A HiEE - UK



FE) ED

AAY U — ARAT7Z A2 KD HEfMZE (5ml)

ayvvr hb—H— Up—H—Xtta v b L —&—Concentrator Plus
R A LS © 4 A A 7 AFE ASE-200

(8) ik
[FURFDERIR S OMRAF]
BRELE MU BRI T BRI H Tz > TORBEFEH NI S (7E2),

[ O AT ALER & OV O 7 HL ]

K'E])

B2 INHEEE X INKERE T R U 7 A& W T, pH 236 25 11 OFFANICHREE
T5, AT 4 va=y 7 LREEBEI—FN) Y (F3) e L —F—2k
v h L, @B 1L & 10nL/min. TE#AK LT 2, @KE THOBEMI— K v 21
%@mwméﬁbf%ﬁbhﬁ&JVV?%N@@W%%%D%@K%%%#éO
WNT2mL DA X ) — )L TIEH L bnl & KD HESZ 82T 5, RN AW ff
T Inl OERIC L, BEHE & T 5,

‘<~

U K OV el

33mL IRV A 2 L ORI A AT U BHEER 10g G TNnDH, KB
ERBHZ OW T 10g, EMREHZ DWW TIEFRE VT A ¥ —5 T —Ic
t%5®?ﬂﬁbfﬂhué%_ﬁSWD/)ﬁEW%ﬁﬁfﬁﬂ%ﬁ/F4y?ﬁﬁ
FET 5, A E2RE Lo L2 il EEIcE LT, 2092 % 2 — LK
Wik Tt 5 (4.

Wiz, arvsava=y 7 LEEMBEI—RFY v (E3) % Alumina, Agri OJEIZ
AEHE N EAKT D L olcarvr FL—2—(Z® v b L, @i ik 2 ik ¢
FRLTAZ ) — VOREE 10%L T (G 5) [ZL7BEMET— Y v I@EKLE
Mad D, WK THROBEFMAI— MY v Agri ITHRUK 10mL 2@ L THRE LNH Y
Y UTH 10mL DZER EED BIRKERET S, ROTEEREHT, 2oL DX ¥ ) —
VTR L 5ml & KD BREM 28312320 %, EWsEHE, B — Y v ¥ Agri (2
AH ) —)LTHHE LZEMEL— MY > Alumina 28268 L, iR 28 UEE [RIFEIC
SmL ¥ KD HEEAM =822 T 5, ZAUCER T AZREAT T Inl OFERIZL, 3R
wReT5,

[ 223k Brik D L)
B RN R . [FRUE ORI K OSEHR OS] DIEIZHE -
TEMEL., BSon-ileiR 2 =3l & 35,



[EEAERE D FR L]
NTETFHTNAaF T 2 AR ) U LK 108mg MR H T T A
0y X UK 100mg & F & 1, 000mg— CF,,S0, /L &N 1, 000mg—C,F,.0, /L J#EIZ7e
A X9 EMEICREEY | FERIk/ A% 7 — (3:7) 100mL 23R LIRS TR L T 5.
PEVEF R & R/ A 2 7 —v (3:7) THERAR L., 0. Lug/L 5 100 u g/L O
MR AAERCT D, 7238, ST LIz oV Tid, BiEsta ke > MR
FERRERETHZ L & LT,

[HE]
(LC/MS &) (7 6)
HPLC £
MEFE  : Agilent 1100

717 2 :  Zorbax XDB C-18 (3.5um 2.1X150mm)

BEiFe © A : 10mM CH,COONH,/H,0 B : CH,CN
0— b5min A:65—55 B:35—45 liner gradient (2%/min)
5—20min A:B=b5: 45
20—2bmin A:55—10 B:45—90 liner gradient (9%/min)
25—30min A:B=10:90
30—3bmin A:10—65 B:90—35 liner gradient (11%/min)
35—40min A:B=65:35

Jidk : 0.2mL/min

A7 LEE ¢ 40C

HEAR © 10.0 pL

XL

MS Sef4:
F¥FE  :  Agilent MSD SL
RKUZ N (797 A H—) &L
5—10min : 100V (PFOA & )
10—20min : 200V (PFOS & fH)
Xy 7 Y —&EE (Veap) : 4000V
X774 % — N, (50psi)
R A 7T AmELONRE @ N,(10.0 L/min 340°C)
T—F : L7 hurRAFL—A A bk (ESI) , AA A HIE,
B A A U WEE (SIM)
T=H—AA : PFOSEEM 499 (m/z) [M-K] B 500 (m/z)
PFOA 1 413 (m/z) [M-H]™ FEiRH 369 (m/z)



Cids 3
FEAEYRIR 10 u L 2 LC/MS IZHEA L. HEYEY)E D A& & PFOS 2 ONPFOA O B — 7 [
FEEHWTRAEWEICOWTHERZERT 2,

(€&
ABHIE 10 1 L 2 LC/MS IZVEA L, B — 2 [ fE L 0 &UBHIE T o PFOS JiR & % CF;S0, .
PFOA DR % CF.C0,~ & LCHIET D,

()
K'E
[ FE 40 H P D A&k & (L)

FHEME (ng/L) =MH&E (pg) X
LC/MS HEAR (ul) XtraderE (L)

JEE - AW

[ Rl HH % D e i B ()
AHREAE (ng/g) =mMHE (pg) X

LC/MS FEARE (ul) XOoHratklsE (g)

CEE R TR (IDL) )
AAHTIZ AV LC/MS (Agilent 1100 MSD SL) @ IDL % F#RIZT=T (E 7).

W 4 DL bR R E IDLAKEEHAE(E

(pg) (L) (mL) (ng/L)
PFOS 0.077 1 1 0.0077
PFOA 0. 100 1 1 0.0100
(E&E TIR)
ROHHEIZB T 5B TIRE OVERE TIRZRINT (7 8),
Y'E 4 K'E (ng/L) JEE (ng/kg) £W) (ng/kg)
e R IR T MR R R IR e TR
PFOS 0. 05 0.14 22 88
PFOA 0.04 0.13 16 92
(4) g
(FE1)

HT AMMBET BEICRER, AX ) — L THREBETLHZLE, £/, 2k ML
—H = ZOWTIINERE A & /) — /LT L, WRISHRUK 2 8K U 72 1% 5 0RHIE % [ AH
KT D T L, SRR HER IOV TIE, B VICIER G MR R FRE L LN



M OB N E A X ) =V THETHZ &, BLD AL ) —VPREED B T
RIBE PR SN DLEIE, BVEE L TA X/ — VR CEE TR T 5 & LU,

Fo. SHTHOGMIZOW T, DTS EIRADFREED H 5 7 » FE & %
W7 v BB B OHME A A L2 &,

(7 2)
FToO~FH L T M KOHPLC F A & /7 — /L CIEIZ Y L 7= 4 (120mL) 128
B35,

(£ 3)
BT —RU »0%, 10mL @ HPLC A % / —/L & bul ORIk Ta T 423
=7 LEbORFERT D,
(11 4)
EER B R O R 2R 1 IR T,
#* 1. .—JL{@@Q%&J [ i H 2R

Instrument DIONEX ASE-200

Cell size : 33 mL

Oven temperature : 100 C

Pressure : 1,500 psi (=10.5MPa)

Static time : 10 min.

Flush volume : 50% of extraction cell volume
Solvent : 20%methanol solution
Nitrogen purge : 150 psi (=1MPa) for 120sec.
Extraction cycle : Three times

(£ 5)
ABEHRIE D A Z ) = VRE LB — R v O~OERZ X 1 IR,
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PFOSTHZER
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A —NRE (%)

M 1. AF 7 —/VIREE & EAEd R



(1£ 6)

LC/MS DA, ABEIZHEH L7-FFE (Agilent MSD SL) FiFDHDTH D, =
NHDOEMEOFTRIZ KU 7 NEEIZOWTIE, PFOS OB — 7 EZZE L CiEs
WENE DR EM X 0 BEEWVEEZ R LT\ 5,

T P OFEK T v FBEAEWIE LCHA AT EIE LTEETREINTEY,
FNOEMHT oM EMBRIZTT 77 E L TRERE—7 0N S5 DT, HPLC
A% ) —)LZ1E AN L TH PFOS L ONPFOA O B — 27 25K L 72 < 72 5 £ TIRBIEIR & 1
LIEEREREZ 7 ) == T L ThOARSITEITY 2 &,

AWEPEARFD a2 I x—va bl $254, A— 77 —1F =
— FVOIMAIZ Pevg T & 502 E (] Agilent G 1367A) ZfEH LT, A
2 ) =)L TRl =— NV &2 eiEie, btz LCEICIHEATH Z &,

(GET)

FEEMRH TR (IDL) (X, [oATiEEREFREICS T 2 EERHER (IDL) BT

&) CER% 11 FE) 1IiE-> T, R2DOEBVEH L, HERONRENR /o~ T
7 L& X 21257,

F* 2. EMH TR (IDL) OFMH

WE 4 PFOS PFOA
HEkE (L) 1 1
Bk (mlL) 1 1
HEAERE (ng/L) 0.1 0.1
HEEEARE (ul) 10 10
AR 0. 099 0. 102

il -2 0.103 0.101

it 3 0.098 0.103

FE R4 0.108 0. 096

il 5 0.102 0. 098

it 6 0.099 0.112

il T 0. 107 0. 100

P 7= 0.00399  0.00512

IDL (e g/L) 0.0077 0.0100

IDLEUEHRE#R (ng/L)  0.0077 0. 0100
S/N 9.7 10.7

S/Ni 75 O O

F¥) (peg/L) 0.1023 0.1017
CV (%) 3.9 5.0

IDL=t (n-1, a) XSd
a fEBRERS% (), o =1.943



MSD1 TIC, MS File (H150127\002-3301.D)  API-ES, Neg, SIM, Frag: 100 (TT)

1040

1020

1000

980

960

940

920

900

880

PFOA

PFOS

—
2

4

6

min

X 2. FEEMH TR (IDL) MERFONRENR 7 v~ b7 T A

(1% 8)

B FIRE OVE R FIRIE, TRIHRA R OVERRAOREE) (BF 62 43 ) |
FV, koLBYEH LT,

£ 3. B FIRM OVE & TR HIF

-
—

1 PFOS
KE EE AW
FURHR B (ng/L) 0.25 0.50 0. 75 fH FIRHEEM (ng/kg) 14 28
A mRE10"  0.4190  0.9152 1. 3144 UK (ng/kg) 100 100
U {7 0.01573 0.03303 0. 02874 SSHTE (ng/kg) 103 100
Mith/) (On)  (ng/L) 0.00868 0.01669 0.01517 FEAE(RZ= 6.87  27.9
Y (ng/L) 0.0135 FR T RR 22 88
M TR 03)  (ng/L) 0.05 95%EHE X [H 14-48  56-194
Es FE (D10) (ng/L) 0.14
0. 000247 0.001091 0. 000826
AMsyEe (Fd) 4,41
B i=t (n-1,0.05) X{EUE(FZE/ n "% X GRBHEE /IR 4H)
R TR =M A X3 E& N IRE=H 77 FEME X 10
2 PFOA
KE EE AW
AUEHR (ng/L) 0.25 0.50 0. 75 fatH FIRHEEM (ng/kg) 13 26
A mRE10"  0.2753  0.5579 0. 7582 BUEhEEE (ng/kg) 100 100
TR e 22 0.01341 0.01159 0. 01707 ATl (ng/kg) 101 111
Mith/) (On)  (ng/L) 0.01126 0.00961 0.01562 FE#E(RZ= 4.82  29.1
R (ng/L) 0.0122 T T BR 16 92
TR (03)  (ng/L) 0.04 95% 15 HHIX[H 10-35  58-202
Es R (D10) (ng/L) 0.13
NMEsr e (Fd) 2.17

M=t (n-1,0.05) XAEHE(FF/ n "> X GUEHEEE /LIS ZAE)

R TR =HR - 2fE X 3

FEH T IRIE =R 7 FHIME X 10



3. iR

[o#riE]
(e —F+v—})
SO 7a—F v — h &K 31577,

JE'E 10g R I [ F Fh et
Eff@ bg A A ) — LIKIERIR Presep—C Agri N2 gas
A l
KR
1L LC/MS-SIM

Negative—ESI

[X] 3. PFOS M T} PFOA 254 7 & —

e, 7a~ 7T LKV~ RAART fL)
RFEIERE (Lug/L) O a~ k7T b0 AKEEEMR R 2 X 4~5 IZRT,
<V AANRY M VEK 6T T,

MSD1 TIC, MS File (H150122\008-3901.D) = API-ES, Neg, SIM, Frag: 100 (TT)

1200 +

PFOS (m/z=499)
1000 |

EEH PFOA (m/z = 413)

800 4

600

400 -

200

2 4 6 8
MSD2 TIC, MS File (H150122\008-3901.D) =~ API-ES, Neg, SIM, Frag: 100 (TT)

600
PFOA (m/z =369 )

fifeRBH]

500
400 -

PFOS (m/z=500)

300

200

X 4. %% (1pg/L ) OV ma~ 7T A



Compound #1, MSD1 TIC Compound #2, MSD1 TIC
Area = 16239.2779*Amt +62.510728 Area = 19445.627*Amt +0

Area JRel. Res%(6): -2.212 Area JRel. Res%(1): 15.677
il 20000
16000 — PFOA ] PFOS
] 17500 -
14000 1
12000 15000 4
10000 12500 4
8000 10000 E
6000 7500 5
4000 5000
2000 2500 *;
0 é Correlation: 0.99927 0 Correlation: 0.99914
T T T T T T | T T T T T i .
0 0.5 Amount[ppb] 0 05 Amount(ppb]
S, NT:: 2 ” =R
5. RIS (0. 1~1p g/L) F St
“MSD1 SPC, time=35.388 of 1101\PFOA0001.D  API-ES, Neg, Scan, Frag: Var *MSD1 SPC, time=9.881 of H140514\SIG10000.D0 API-ES, Neg, Scan, Frag: 180
100-| gr Max: 3867 1004 §Max: 31344
80 2 80
60| PFOA 60 PFOS
40 40
20 3 20 o
4 g
0 T T T T T 1 0 T T T T T
100 200 300 400 500 m/z 100 200 300 400 500 miz
~ “Fr o
% 6. FRMEME~ A AT hL

Ejiilaa

IR IS D A Z ) — VIREE LR 7T IR,

AL ) —VIREE 10 TIRIFHH TE 228, ABKDBBZE L TA X/ —VREIT
20% & IR L7z,

120
_ 100
x
~ 80 1
¥
o 60 k_/g
:(% 40
=}
=3
& 20

0

0 10 20 30 40 50

AR J—)VEE (%)
< 7. A% —/VIREEE PFOS flHER



CVEIES RS
AR GER)ID . Kk (diE) sEE CGEE) KA T V5o T4 (LM
B) ~OEEREAMBIERR R 2 £ 4 177,

N ENES T EES

1 PFOS
B REkE IInE JIERRL BRHRE [BNEE AERE
(L) (ng) (ng/L) (%) (%)
FEHRLK 1 E LA 7 <0. 05 — —
1 0. 25 7 0.215 86. 0 3.8
1 0. 50 7 0. 454 90. 8 3.7
1 0.75 7 0.726 96. 8 2.2
7K 1 SN 7 0. 457 — 3.0
1 1 7 1.519 106 2.4
WK 1 A 7 0. 04 — —
1 1 7 0.903 90. 3 7.4
B REkE nE JIERRL BRHRE [BNEE AERE
(g) (ng) (ng/g) (%) (%)
WREEE 10 HEYRIN 7 3. 236 — 4.2
10 20 7 4. 857 81.1 2.2
G5ty 5 S 7 <0. 088 — —
5 2.5 7 0. 450 90. 0 9.5
2 PFOA
Akl WElE inE MERER RHRE U AERK
(L) (ng) (ng/L) (%) (%)
FEHRLK 1 ELi A 7 0. 04 — —
1 0.25 7 0. 253 101 4.9
1 0. 50 7 0. 527 105 2.1
1 0.75 7 0. 749 100 2.3
7K 1 SN 7 0. 539 — 9.9
1 1 7 1.519 98. 0 3.6
WK 1 A 7 0.16 — —
1 1 7 1.120 96. 0 6. 1
B REkE InE JIERRL BRHRE BN AERE
(g) (ng) (ng/g) (%) (%)
WREEE 10 HEYRIN 7 0.332 — 5.0
10 20 7 2.203 93. 6 4.3
G5t/ 5 S 7 <0. 092 — —
5 2.5 7 0.535 107 8.2




(BREEAEH #1511

TR T, BRI CGEFIRA) 75 PFOS K TNPFOA 234212 0.5 (ng/L) i Eh
7o 7. HEUBEEZRE 51, PFOS 3.2 (ng/g). PFOA 0.3 (ng/g) M EH
728, WUHAE LT YA A H51% PFOS KON PFOA 13 H S e oo 7=,

MSD1 TIC, MS File (E:\H150111\007-0701.D)  API-ES, Neg, SIM, Frag: 100 (TT)

40007
3500

e B Ing/L
200049

15007 PFOA (m/z=413) PFOS (m/z=499)
'q00] N ~ N

T T T T T T T T T T T T T T T T
6 8 10 12 14 16 18 min
MSD1 TIC, MS File (E:\H150111\030-2401.D)  API-ES, Neg, SIM, Frag: 100 (TT)

40007
3500
30007 T
25007 Eﬁf/ﬁ BL
20007
15009
1000
5004

T T T T T T T T T T T T T T T T T T T T T
6 8 10 12 14 16 18 mif|
MSD1 TIC, MS File (E:\H1501111029-2301.D)  API-ES, Neg, SIM, Frag: 100 (TT)

4000]
35001
3000
25007 LEERY
2500, S
1500
1000]
5007
07\

T T T T T T T T T T T
10 14 16 18 mif

8. Ik CaFREFIAL)) Z7u~ 7T A

MSD1 TIC, MS File (H150206\041-4101.D)  API-ES, Neg, SIM, Frag: 100 (TT)
14000

12000
10000
8000

6000 | TR

PFOA (m/z=413) PFOS (m/z=499)

2000

| . . . | . . . | . . . | . . . | . . . | . . . |
6 8 10

MSD1 TIC, MS File (H150806\071-4801.D) API-ES, Neg, SIM, Frag: 100 (TT)

14000

12000

=Y 1 ng/g UM

10000
8000

6000

PFOA (m/z=413) PFOS (m/z=499)

4000

2000

| . . . | . . . | . . .
14 16 18 min|

9. JKE CHPRRHEEE (10g) Z7ua~v 7T A




MSD1 TIC, MS File (H150127\048-5301.D)  API-ES, Neg, SIM, Frag: 100 (TT)

6000 PFOA (m/Z:413)

PFOS (m/z=499)

6 8 10 min
MSD2 TIC, MS File (H150127\048-5301.D) API-ES, Neg, SIM, Frag: 100 (TT)
14000 —
12000 6&%7{8\
10000 —
8000 —
6000 —
4000 — —
PFOA (m/z=369) PFOS (m/2=500)
2000 4
é é 10 1‘2 1‘4 1‘5 1‘5 min
S = R )= & —
X 10. HAEEHE (bg) 7 v~ hT T A
MSDT TIC, MS File (H1502061030-3901 D) API-ES, Neg, SIM, Frag: 100 (TT)
25000
== =N
20000 E iﬁﬁ
15000 |
o PFOA (n/z=413) PFOS (m/z=499)
0 | ' ' ' | ' ' ' | ' ' ' | ' ' ' | ' ' ' | |
6 8 10 12 14 16 18 min
MSD2 TIC, MS File (H1502061039-3901.D) API-ES, Neg, SIM, Frag: 100 (TT)
25000
20000 — ﬁﬁa}g\)}ﬁ
15000
10000 |
5000
0 ; T T T T T T T
6 8 10 2 14 16 18 min

X 11, WHARBIEE (5g) (THEYE 2ng/g IRINENX L7z v~ K75 A

(i)

AIEZ LD . KEEHIZ ng/L Lo JEE K OVEY I ng/g 1F1ET D PFOS Y
PFOA DEBEMNFHETH D,

CEEEAAPL v ESiH

T 020-0852

R REERE R 2 —

Jas [ i 4% i) 8 FH 1-36-1

e AT \EEE  FEEL
TEL : 019-656-5666 FAX : 019-656-5667
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Analytical Method for Perfluorooctanesulfonic Acid (PFOS) and
Perfluorooctanoic Acid (PFOA) in Environmental Samples by LC/MS.
Abstract
An analytical method was developed for the determination of perfluorooctane sulfonic
acid (PFOS) and perfluorooctanoic acid (PFOA) inwater, sediment and biological samples

by liquid-chromatography mass spectrometry (LC/MS)

Water
A water sample was passed through a preconditioned solid phase extraction cartridge

(Presep—C Agri (Short)) at a flow rate of 10mL/min. The extract was eluted with 2mL
of methanol and concentrated to 1mL. The concentrate was analyzed by negative
ion—-EST-LC/MS-SIM. The recoveries for standard aqueous solutions containing 0. 25,
0.50 and 0.75 ng/L were 86-105%. These relative standard deviations were 2.2-4.9%.
The quantification limit in these standards were 0.14 ng/L.

The recoveries of PFOS and PFOA in surface water from the river and from the sea were

90-106%. These relative standard deviations were 2.4-7.4%.

Sediment and biological samples

A sample extracted by Accelerated Solvent Extractor (ASE) with 20% methanol solution.
The extract solution was analyzed by the method same as the water samples

The recoveries of PFOS and PFOA in sediment were 81 and 94%, respectively. These
relative standard deviations were 2.2-4.3%. The recoveries of PFOS and PFOA in
biological sample were 90 and 107%, respectively. These relative standard deviations

were 8.2-9. 5%.
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