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Agilent UHPLC 1290 /\-f 7%—7F v R hU Z)LIUERR 6460 ¥ > T LEESETZHL)
T. BRPOXNILZIWADOA 5V R)ViRVER (PFOS) BRURILI)VAOF I 5 Vg
(PFOA) ZREIIFICEE T DBEREXAV Y RZEHFELF U, FF. X5 /—)LZRANT
BT EBBULEDS. 7 24 MaA— Ny IZRAVTRRE ULE Uiz, ZNIC
KOEBSNIEBRZ. W18 UHPLC DS KU MU T)LIUER MRM #&HIC KD BT ULE
LTz, PFOA & PFOS DERI A FZ v oLV IlF. ZNZN0.01~10 ng/mL BKU 0.1~
40 ng/mL T. EfFERERENF 0999 LI ET U, BETRR (LOD) (T FIb/ /4 Xtk
(S/N) = 3) [FZNZN 0.002 HKUV 0.02 ug/kg. EE TR (LOQ) (S/N=10) (& 0.01 BKLV

(X 79.2 %~113.1 % T. HEXMEHRZE (RSD) IF 3.2~10.7 % (n=6) DEEAT LT, B
SREDNUTF—2avICED. XYy ROBEEERENE SICRIAISNE LI, I
THELAV Y BT, BFE. SEINE, BIVGEREEVSARDSDET. €0
Tcs. EMPHRRBEAD PFOA KU PFOS DIL—F VRN DERANETEETT o

YA, 2012 FOHEBKEESTEREARZE CTRRINI UK,

Agilent Technologies



FU&HIC

RIVZIAOTIVFIALEY (PFAS) [E. BEICT vEESN:
EIIR{IEEYT. BLEBEREMH(EERTE M. REEHZH
ATWVWET [1]e HHEMLEFIHDS. FREl. REE. FZRAL
FREHI. BBH. I—FT s VJBIBE,. THEEEDHCTLLA
WHENTWET, Ffc. KSR P8R EYRRICHT D
M4EZREI CTWVDlcsh. BDOBREOBRTRYEICOEINE
T, PFOA & PFOS (3. EERRDRIESEYEL LT, BYE
SERTIRETIND T ENBLKEO>TVDEELEY TT, D2
DOEEWIE. K[23]. 1. VIV [4]. BFE. &%, Z0fth
DAKMEEY. TIE [5,6] BEDT MU v IR TRETNTVET,
EWEREICKD. PFOA BKU PFOS D AAFREDBIRMENE <
O, £ ROBALBNSHTNSDIEEYHRHEENTVET
3]

EEREERVCIFE T, PFAS [CKD. FFEM. SESH.
TSN, REEl. £ESN. Elt. RIVEYAOR
BL L, SFEIFHERIBEDEUDTENBESHCHEOTLE
T [1]e BEDEZMETIE. PFAS DEBENIEXT DL, BE
DEHFHEBICSVT., FRERERIGDMET T DI EhE
BENTVET [7]. EFSA (BRMNEBREZEHERE) (& 2008 &(C. 1H
Hleb DMEIEEE (TDI) & PFOS ICDULTIE 150 ng/kg bw..
PFOA [CDWTIZE 1,500 ng/kg bw. ET B EEZHRULTVNET
[8]c ZDfcé. BRHD PFAS DEEDI —F VAIEED I
SlehlCld. BRESFRME. BREODEBNIXY Y RERFET
DUEDHDET,

BmH®D PFAS DAIEICRALTIE. RIEDMICERZEWNT. %
LDOAVY FHREESNTVNE Y. CORATIE. FEZLTOE
YHRBRICEEND PFOS HKU PFOA DIREZAIET D7
C. BRESBEOEBNCERSRAYV Y REREFELE U

s & EE

PFOA (MW: 414.10) & PFOS (MW: 538.22) % AccuStandard Inc.
CRE) D SBALFLRE. H1ICHOFEBEZRLTVETD,
BCg-PFOA 8KV 1,2, 3,4-13C,- PFOS RE(LEYE. TNZN
Wellington Laboratories Inc ()L 7. A& UAMN. HFH) BK
U Cambridge Isotope Laboratories Inc (KE) S5 AFULF UTe,
HPLC L —RDAS /—)b. BB VEZ7. B, 7VEZ
7IK% Fisher Scientific (7 70—, Za—Jv+—I—M. XK
E) PEAFULE U, EEE2FZD5 U T Mill-QKZFERL
FUlc, TDOMDEHFEF. INTHRIL—ROBDZEFERLE
LT,

X% /—)U%FEWT PFOA. PFOS. 13C4-PFOA. 1,2, 3,4-13C,- PFOS
DREFRERZERL. REREZZNZN 100.00. 100.00.
10.00, 50.00 ng/mL & UZE LTz,

BEEBRRIFER (100 ng/mL) ZX 5/ —)LTHRL TRIERIZE
Z{ER L. PFOA ORALREZ 0.010. 0.020. 0.10. 1.00, 2.00.
10.0 ng/mL. PFOS DERALBE 0.10. 0.20. 1.00. 10.0. 20.0.
100.0 ng/mL EULF Ufeo LIROBIEFIZEE(C 13C4-PFOA XU
1,2,3,4-13C,- PFOS ZRI L. REBREZZNZEN 1.00 ng/mL
BKU5.00 ng/mL ELFEULT

SO.H

PFOS

F COOH

F FF' FF FF©F
PFOA

1. PFOS & PFOA D5 Figi&



=, IE. BBOYYTIL

CDEBERTIF. A. ITE. MEVLS IBEEDY NI Y IIANS
BrezLob I EFERUF U, BRERELEY NI wIR
ZERUIFLUVERTEGUL. —18°C THRULTHEALFE LR,
BT )LD PFOS & PFOA DEEZRAIELFE Uz, PFOS BKT
PFOA DEEHDH>EBED Y MU Y IR %, EIUEREERD
TS50 MJwIRELTERLF U,

Y2 JIVaiLiE

FF. B TIV5.00g (+0.01g) %Z 1.0 ng '3C,-PFOA BKUV 5.0 ng
1,2,3,4-13C,-PFOS EREL. RIEAOABEEL LF LI, T
DB, XY /=)L 10mLZRVNTH Y FILEHE L. X5/ —
JVEZLIRULEF U, X5 /=)L 10mL ZHWVWCEEBYZEH5
[C2@EHL. BoNfcxXy /—JUEZ 1 DICFTEDFT U,
1 DICEKEDIEAY /—)UitiRZE. RIGEED 1 mL [CFEDET
BRICEDERSEFT U, Z0%. HWHYZE 2% X5 /=)L
THml [CRHRELIEDS. 15 DEBEFUEZEITOTHORERL
FUT

ME LYY TIV7E, 7 ZF V3 AS L (WAX) ZAHNTHE
HUF Ul & X5 /=lb2mLEKImLICKDAS L%
EHESRIEDB. 2% FE2mL ICKDFEEHELE Ul 2D
%, BERVEBULLY Y INEASALICEL, 2% FE2mL7Z
AWTHESL. X5 /—lb2mL & 4% PVEZFK4mLZH
WTIRRBE UE Ufc, BHRZLIRL. BRICKDBEERF
TEF Ul HEBWZEXSY /=)L 1 mLICEERL. 2LE LI

LC B&KU MS Fi¥

LC IBRL B LURMY
- Agilent 1290 Infinity J\f FU K> 7 (G4220A)

+ Agilent 1260 Infinity 484 — b > TS (G4226A)

+ Agilent 1200 Y U—XA— RSV TSH—ERF Y ~
(G1330B)

- Agilent 1200 YU—ZXAS5 L0/ \— kX b SL (G1316B)

NS 4L Agilent ZORBAX Eclipse Plus C18.
100 mm x 2.1 mm, 1.8 ym
NILERE 30°C
EAE 5 pL
——RILsE# TSy TaR—b(100% X5 /=)L), 5%
®Ene A=5mM EFBE7 VEZTKER
B=X%/—)U

0.2mL/min

KI1ICTSITIYMNBETOT 4 —ILERLE T,

®1.ISITIVNAETOT4—)b

BSRd B A (%)

B B (%)

0 70
1.0 70
1.01 50
9.0 20
9.01 70
10.0 70

30
30
50
80
30
30

FED TR - 10 93 (FEHERSE 1 2= D)

MS BRES &K U'SRIF

Agilent 6460 ~U f)LIMEEHR LC/MS. JetStream - 4 /G S H]

AFMEE—R
AF v VE—R
FrESUERE
J/ XIVEFE
RISAHYEN
EIRHZRE
BIRHATE
V—ARARBE

’

RAT 4 TAF ML

RIVFIIWIT O avEZIUVT (MRM)
-3,500 V

-500 V

45 psig

300 °C

6 L/min

260 °C

11 L/min

RELUCEEM TV EERMAZ Y. BEETZIVI3 VIRV
F—ZR2ITRULET,

K 2. PFOS 3K U PFOA #&RHHD MRM /XS X—%

=g rozib
TJUh—Y JOFINITSIRAVTCE a0y,

4=t 13V 14> BEN) (V) (msec)
PFOA 4129 368.9 -80 -4 100
219.0 -80 -12 100
169.0 -80 -16 100
PFOS 498.9 130.0" -200 -60 100
99.0 -200 -b5 100
80.0 -200 -90 100
'3C4-PFOA 4171 372.0% -85 -3 100
1721 -85 -12 100
1,2,3, 4.13(:4. PFOS 503.1 80.1" -170 -65 100
99.1 -170 -50 100

I REBAT VT, 0, BEU 0, DHMRBEEE. 1= v MIWREEIC
wELELR.
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TSV 0B TIVIC 3 TEEDEET PFOA & PFOS ZRINLEL
feo BARMY 2 TILD PFOA DFEE(K 0.01. 0.05. 0.10 pg/kg.
PFOS DEREE(E PFOA O 10 £ (0.1, 05, 1.0 ug/kg) & LE LTeo
ZD%. AMYUTIZEERFTLHAERILTYIALEFLR,
13C,-PFOA 1.0 ng B&KU 1, 2, 3, 4-13C,-PFOS 5.0 ng ZiRMT > 7
JVICMA E LT B5NeY Y TIbESSICh SERILT v o
AULDB, YU TIVEIEEI Y 3V THIUEFIBICHEL.
YTV EMHBKUBERLU. LC bU TF)LEESE MRM AIREIC
KOt LF L.

168.9

L o 368.9

D04 218.9
R o2 119.0

AREER

LC/MS SRt

TBIREOD PFOS B8&KU PFOA BENBULE. DHOBEEREIC
HEESZDHEDBDFET, KEBRICKDFHEERT S
eI, LC VAT LZEFEELF Uc, KEBERY TF v
XIWETSITY MR TDZFIVIRA 2 bOBIT, C18 b
SwITHSLA (30 x35mm. bum) ZREULE U [9]. EiC(E
AT VVARAF=)VF a—T&FERLE Ulc, COEEICLD,
LC Y RFT LD SEUDBEDKBISHEAUE Uc, FF. A
F 4 TAFMEE— RZHWNT PFOA BKU PFOS 128K % Q,
MS ZF vV THNUL. BAELEMTBEB U TV A—T A A V%=
TFUFULE, ZD&. BELRTUL—Y1FVICDWVT. 70O
FOMFIAF v I ERFELE U, EEEEYDTSITAY
rZU%ER 2 BLUHE 3 ISTRLTVET,

S

0 A

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500

BEEAEL (m/2)

K08 99.0

p 04 1300
R 0.2 119.1 I 169.1 230.0
A

0 s | | A

498.9

3

I

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500

HEERL (m/2)
2. PFOA (A) 8&KU PFOS (B) D7OF T RART NL

120 A 372.0

Rz 1“68'9 222.1

]

BEEFL (m/2)
B 80.1

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950

50 70 90 110 130 150 170 190 210 230 250 270 290 310 330 350 370 390 410 430 450 470 490

HEEALL (n/2)
3.13C,-PFOA (A) B&KU 1,2, 3, 4-13C,-PFOS (B) DTOF 7 hZARY M



ISIXAVZBEBREEIVIIVIRINF—ZESVEYITTEHTE
[CKD. ZNZNEEBRVTUN—DRELRELE TSI X
VTF—avhiESNBIEZERD. PFOS KU PFOA DEEIC
Hleo>TlE. SRETEDTHIC 498.9/130 BKU 412.99/368.9
DhSVIVaVEFRULE UL, R2ICERIKLSIC. EED
EDICRID RSV ITaVHBIRULE Ules R 2 (CIE, HEIIE

-ESITIC MRM CID@"* (** -> **) mrm0003.d

-ESI MRM Frag=170.0 V CID@65.0 (503.1 -> 80.1) mrm0003.d
L 5 A

NTVLWDEMMEED FS VT a3 VBHRULTVET, MRM =
REZHUVIICED. B4 (CRTELIIT, PFOS B&KU PFOA
DHEEINIF OO S LDESNE LTz, PFOS ZED 2 DD
E—2(&. PFOS Z#ENEHEE DFEIDmA TEELTVDT
EZERUCWVWEY, ZDfcsh. PFOS DEEICIEF. E—JEED
BEtEAVE Uz,

-ESI MRM Frag=170.0 V CID@50.0 (503.1 -> 99.1) mrm0003.d

-ESI MRM Frag=200.0 V CID@90.0 (498.9 -> 80.0) mrm0003.d
£ 5 B

-ESI MRM Frag=200.0 V CID@55.0 (498.9 -> 99.0) mrm0003.d

-ESI MRM Frag=200.0 V CID@50.0 (498.9 -> 130.0) mrm0003.d

-ESI MRM Frag=85.0 V CID@12.0 (417.1 -> 172.1) mrm0003.d
+ 2/ C

-ESI MRM Frag=85.0 V CID@3.0 (417.1 -> 372.0) mrm0003.d

-ESI MRM Frag=80.0 VV CID@16.0 (413.0 -> 169.0) mrm0003.d
L 21D

-ESI MRM Frag=80.0 V CID@12.0 (413.0 -> 219.0) mrm0003.d

" 7.663

N

45 5 55 6 65 71 15

IDIAGEE (9)

15 2 25 3 35 4

8

85 9 95 10

4.1,2,3,4-135C,-PFOS (A). PFOS (B). '3C4-PFOA(C). PFOA (D) ® MRM Z0< hJ'S L



RERCRLRE

BERRERD 5F v U IL—Y 3 VEREMER UE Uz, PFOA
DiRE(F 0.010~10 ng/mL. PFOS DiREIF 0.1~40 ng/mL T,
CORBRUT T, EBA L VISHLT EMFEEDRET
BonrE—sERE. (LANDRECHLTTOY FUEL
feo RIIKT &S0, BARERENMESNTNETY . 15
%013 0,999 LLETT

TS0 09 U TIVDREREZERLICHS L. LOD & L0Q ZH|
FEUF LT, LODIFS/NH 3 LFDRE. LOQIFS/NH10 &
BHRELUVTRAELF Uleo &R3ICIRI KIS, PFOS @ LOD
& LoalF. ZNEN0.02 HKU 0.1 pg/kgT LTz, PFOA D LOD
ELoQlE. ZD 105D 1 CTLRE, CORERIE. BRBY KU vD
AHD PFOS KU PFOA DRIEICBILT. TDXY v RHEN
CRREZR/RATCVDIEZEZRLTVET,

K3 RERERHBE

XYy FOIERESES S URE

. IE. IREVS 3ROV M Yy I R[CDWNT, FRINRER
ZRMULE Llc, RBAK LC/MS RETT. OfNFERYHT b
Uy OZpSRIFICHBEEN. Ny I TS50y RFSBE<INZ
SNE LI, O IBRDY MY v IR 3 BEDRE THM
Ul 2 DDIEEDTHIEINEE. 86.2 %~111.6 % DEEAT.
MR RZEE 3.2~107 % TUT, TORBRIF. XV v RDfE
FULEL. BEYIMOBHZEILTVNS I EZRLTV
ESER

SRARILEY EREE (no/L) ERGER R? LOD (pg/kg) LOQ (pg/kg)
PFOA 0.01~10 Y=1.798e3x + 4501.1  0.9990  0.002 0.01
PFOS 0.1~40 Y=16.819e2x + 383.92  0.9993  0.02 0.1

FKA4BA. IE. BT ~U Y I XAD PFOA SKU PFOS ORMINEIRE 45 (n=6)

PFOA PFOS
SHFHSIESN SIS ERE (%) RSD(%) GOLEN  mgE (%)  RSD (%)
a 0.01 87.2~113.1 6.0 0.1 82.2~90.6 8.2
0.05 92.8~101.0 3.2 0.5 79.9~97.2 5.8
0.1 85.8~102.5 45 1.0 81.0~99.6 6.0
IE 0.01 95.7~107.2 6.3 0.1 79.2~88.8 10.7
0.05 96.3~111.2 6.6 05 80.2~89.2 8.12
0.1 85.2~101.6 6.5 1.0 85.0~88.4 6.0
Joji! 0.01 85.7~98.6 48 0.1 89.7~93.4 76
0.05 95.2~108.8 8.8 05 88.3~93.6 6.9
0.1 84.2~111.6 71 1.0 90.8~112.0 4.2
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5 DM LIESRICKD, &5[EXY Y RONUF—Y3VE
STHVE L, 3BEOY N v o RICDVNT, 3 BEDT
EEORNENEEEEEFEUE Uiz, R5 [CEREERLT
VWET. 2AEOTHEINES 87.1 %~105.8 %. 24D RSD [
108 %~314% TUTc. CORRENS., COMBETRERELEX
YV RlF, SRIEEXY Y RELTOBHEBRLZLTVBENZ
*7,

KIFDY T ILDBHR

HMELXVY RZEAWVWT. EBOU Y TILZESHULE L.
B, IE. oYY TILETORMRIE CREESICBALE
Lico EY MUY IRTH YV I ZAELE U, 25T
150 DYV FILDSE, 1057 ILHS PFOS hiigHENE L
fco BERDEHOEDHEN DIEDIFRAT. HEHWITED DI
ITY, BT TILD PFOS BE(E. 0.04~3.0 pg/kg TUTE,

# 5. PFOS KU PFOA DIE. 5 DRI SRICKDARLAR. TE. BT b v IRICHITF DAIRDERMS KUREE
5 DML S KDAIEFER (pg/kg)

atfxs  RIERE TTRE Eﬁ$ RSD
BUIIL L&y  (va/ke) A A B B c c D D E E (ng/kg) (%) (%)
=2 PFOA 0.01 0.0086 0.0091 0.0076 0.0088 0.0089 0.0096 0.012 0.0112 0.012 0.018 0.0 105.8 28.43
PFOS 0.1 0.108 0.099 0111 0107 0068 0073 0.096 0.095 0099 0112 0.10 101.3 15.67
PFOA 0.05 0.048  0.047 0.0456 0.047 0.0511 0.0508 0.0513 0.0508 0.0302 0.0395 0.05 92.1 14.45
PFOS 0.5 0451 0485 0496 0509 0514 0518 0396 0372 0458 0483 047 93.6 10.65
PFOA 0.1 0.068 0.079 0.089 0.087 0.075 008 0087 009 0.101 0.103  0.09 87.1 12.73
PFOS 1 1.02 1.12 1.04 1.05 1.13 1.14 0.88 0.86 0.79 0.76 0.98 97.9 147
It PFOA 0.01 0.0096 0.0099 0.0079 0.0068 0.0102 0.0097 0.0093 0.0086 0.0094 0.0096 0.01 96.8 11.48
PFOS 0.1 0.088 0.089 0103 0108 0.083 0.078 0087 008 0.105 0.112  0.09 92.3 12.76
PFOA 0.05 0.045  0.048 0.043 0.047 0.0501 0.0509 0.0508 0.0511 0.0399 0.0368 0.05 92.5 10.83
PFOS 0.5 0463 0483 0476 0502 0504 0049 0456 0468 0498 0483 044 87.6 31.43
PFOA 0.1 0.097 0.089 0.069 0.077 0102 0113 0097 008  0.091 0103 0.09 92.4 14.02
PFOS 1 0.86 0.96 0.96 0.96 1.13 1.04 0.87 0.76 0.99 0.86 0.94 93.9 11.22
Joja PFOA 0.01 0.0076 0.0081 0.0086 0.0089 0.0086 0.0098 0.0102 0.0112 0.0086 0.0095 0.01 87.8 11.75
PFOS 0.1 0.088 0.079 0103 0106 0.078 0.083 009 0.103 0.105 0.112  0.10 83.3 12.98
PFOA 0.05 0.0478 0.0467 0.0358 0.0372 0.0501 0.0508 0.0515 0.0513 0.0487 0.0495 0.05 93.9 12.18
PFOS 0.5 0481 0496 0466 0369 0514 0512 0397 0482 0512 0516 047 94.9 10.85
PFOA 0.1 0.097 0.089 0.076 0.079 0105 0.096 0112 009 0111 0118 0.10 97.9 14.24
PFOS 1 1.12 1.03 1.17 0963 0896 0789 0.868 0.856 0792 0765  0.92 92.5 15.34
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LC/MS/MS MRM %7 £ 5877 — 7 2/ 3THAER,. BIRHANERIREE
RIEZHWT. . IE. WICESENS PFOA BKU PFOS Z
BETDHMAYV Y RERARELEF U, XV Y ROFAF=Z
LV IFINISTEL. EFFEREFREIK 0.999 LI ETT . PFOA
& PFOS @ LOD & 0.002 pg/kg & 0.02 pg/kg. LOQ (& 0.01 pg/kg
& 0.1 yg/kg T9, LOQ. LOQ D 5F. LOQ D 10 {EDEETD
AIIFHER TR, XYV v FOBENEN TSI ENEIIENT
WE T, AINEIUNERE 79.2~113.1 %. RSD (& 3.2~10.7 % (n=6)
TUfe. BHSREDINUTF—3vIckb. XYy ROEHE
AT SICHAIATNF U, 2EDRIMEINE(G 87.1 %~
105.8 %. RSD £ 10.8 %~314% CTUJco CTTHELIXYVY
RZRWLZ 150 UV TILDOBHTlIE. BFHERIE15% TURI, &
DXV RIC[F, BXE. SOIRE. SHEEEVLSFRNSHD
FI, ZTDIesH. BYHRBREY b v I ADIL—F V2l
AT 2T ENAIRETT,

SE3
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