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KA IZE T PFOS 1 PFOA HY
LC/MS/MS NIE

A Agilent 1290 Infinity Il LC 0 Ultivo SREBXFRIE(Y

e

AW ABRBIESIENIRE", NET Agilent Ultivo =EIOHRFT LC/MS 5 Agilent
1290 Infinity Il LC BEB RS DMK LIRERP 2\ FREER (PFOS) e/ ¥R
(PFOA) HIMERE. AR, IR IR KIE, AREEI TN R, EABSHEET
RIS RS REIT R, UEEBIMLENHERTIHEY. REES pH Tk
BENLEY, FRASTH—TEEL, REEATHEFTAT Ultivo LC/MS/MS 5
o RAWNIREMIRFERLIHTER. ARTHI PFOA A PFOS 7£ 0.5-200 pg/L &
ERYRIMEERNEMEXR, LERIYTREGE 0.997, PFOA 1 PFOS BYRKIR
(LOD) 7E/KH AL ng/L &, FELIEH ng/kg Foe LA 2.5 40 A 200 ng/L FRE IR
ZE4k. SAZKFIEKERY PFOA Fl PFOS B9 MAREIMER 2310 88.4%-98.8% #
88.0%-97.3%, FiG RSD f& (n = 6) 7 0.60%—14% SBEN. T IMHREDFH
0.50. 5.0 A 20 pg/kg W= A IE. HAE)TIEFITRYER, PFOA F1 PFOS Bl
23179 98.6%—113% 1 96.8%-111%, FALEYIEI RSD TE 0.4%—6.6%, _Eiks:
SE3RAE, A Ultivo LC/MS/MS FFEBIF A+ TS, %A AR e SMIfE
KA TIEEFRHRE PFOA Al PFOS B # 4 MIB9AR o



&
g (8K, TE AR RNRME
MER) PEERMIENS2EEEWL
B PFOA F1 PFOS® 7, XYSEIemhiIalin
THRFEENMARE, 2RFITER
MemFRUENARXBRRETEEER
m, BEFSE. R854, JENE
EEMMBERELEY. BNEREeR
(EFSA) F 2008 £A4% T PFOA #1 PFOS
MEEMSENE (TDHY, ZEERIF
BRIPE (EPA) T£ 2016 FEHIE T IRFEK
th PFOA #1 PFOS EEBMEEEEEY,
RER:FGEMY RN EEFSHER
AE. HEB, EIE+TFR, ERNEM
HMEERMERT LRI T EZH PFOA.
PFOS MBX L&YY, B2, BERTE
BE B mIIRAKH PFOA 1 PFOS B9
REAFRE. =i, BxRAHT—M
TEEYIRE ST PFOA A PFOS &£ 5
F AT WRA RSN SRR
HEUMRNZRBE R, BIAEL—MiE
E W 7R E S HIMEE R PFOA
M PFOS, X s NBEFFRRHIFIE

<
nE.

T UEEFF PFOA. PFOS FlHEM4S
SEENCYIRNESE, SLRARBEHEZEER
(SPE) &1k, SAEMTHRBEIE =EMNK
FFERELFRIL (LC/MS/MS) DIFEIX—755%
BEArERA Y, BFeakEl
)RR SPE SR TEET RAEAGIEMN
SSFAE F33HE (WAX) #Hl, XL SPE &

1[[12

WHABRERAZHERER", B
FFEERA LC/MS/MS ST D317
ERTEERNNE, AYBEREA, B
WAX %15 Ultivo LC/MS &2 —#
REYEIENTTE, BEBERNESMIAER
E RV PFOA #1 PFOS,

SRIGERSY

PR

PFOA. PFOS. 'C,-PFOA #1 "*C,-PFOS
fEEIREARBBEMEAR Wellington
Laboratories, & BREN 50.00 pg/mL
CATHE) . FEE. 2B. 2B, &
BREEFEEIEE (W% = 20%) 989 HPLC
2%, ME Fisher Scientific (Fair Lawn,
NJ)o TEEEANSLIOAYER Milli-Q KIERN
g7k (EBBEA 18 MQ) o FREHAMIRAF
RS, B SinoChem (FREAL
) o WAX £ (150 mg/6 mL) KB %
R AF) (Little Falls, DE)o

TRARROE A AR ECH
BAEREEAZKREHEE 10 ng/mL
SMARNRERERITREAR
(200 ng/mL). ARG, HE&EAREH
10 ng/mL WAE &Y R EARIER
WA, FH&%E 10 ng/mL §#A
IR R RAFIRRFE R RS R E R
EBRR, BREMBRESRRK (0.5,
1.0. 2.0. 5.0. 10. 20. 50 #0
100 ng/mL) o EMREARPHREN
PRREZ 10 ng/mlo

KA LI RBRE. BRAGET

#h R KM R K K& B BB ARA Tk
BEK. TEFMRE. ERNEFER
GB17378.3 F1 HJ/T 166 TIERIFIERE,
RRTAXRENFME 4 °C TRNMHEERE
RRBxETD, aMARFRL, AE—"1
BR#EITIH.

HmatilESs

BKEE (500 mL) REATUERDE. &R

/&, ¥ 10 ng °C,-PFOA #1 "*C,-PFOS 11

NERF, RIGES 30 7, REEER

TEE 30 P, WAX B ARIRBSE

Xk 1 BN BHT, BRSNS

BERNATIEUEZS AE T R &

SBATIIOT

1. HORIER 0.5% RFREAR (4 ml). B
B2 (4 mL) FI7K (4 mL) FIUEL WAX i

2. SRERAKFELL 3-5 mL/min BOTRIE b
HEZE WAX #+

3. HEFrEKEELEMER, EAHK
(5 mL) MZBLE &’ (5 mL, pH
4.0) RIERME

4. RERBEUHEES T 1 /)06

5. FigfE, A 3 mL BEELEKL
H, FEREEEAR

6. fAkE, M 0.5% S FEAR (4 mL)
MWaEEFRRRERMEEY,; &5kt
BUWEE 10 mL BRBAES, &£
40 °C TRHARASTEELT



7. AfE, BT RICER RS RT
1 mL BREzHh

8. 15 0.22 pm EEHFH—FITIEAEA
R, HEBE 2 mL BRFERESIES
BT LC/MS/MS 917

TN RER. BUFRESE
¥ 5.0 (0.1) g FEFREZE 100 mL
RRABEF. AT, B 10 ng A
#& ("°C,-PFOA #1 °C,-PFOS) hOA®E
@, RiERE, AEEERTH#E
30 ¥,

AEEAREXFRHITERN, EWNAHE
AIIRBSE B 1 FRSB#HTT. o
&, WTFFTRTEE BB 0] LL4E
FIEEENRYEl, MAREREFMAN 10 mL B
B2, RIELAKIISRE. ARERIKT
2/7E 37 °C MEHEREIRS 20 2%, A
[G7E 6000 rpm F&.L 5 D8, BAELE
BEREEE] 500 mL BAKLM B, BE
S BESFHK, FHEFTSZEERYIUES]
MHEEGM A, BT, AT EFERERH
BIRRESIRE(RT 10%, & 300 mL 4hzkin
NEIBM R, AR WAX R 5K
FEAREIAY S B TR AV R BN T
— AU NES.

LA E Ly &S ES

ER=BK. JAZKMEKEFRFERE
FIRVEIRER, THLIE. R TIEFAR
MR AT MK T EERREIWRER, X7
FEMER, K 1-3 MKRER PFOA Al
PFOS MMiREEFRF, —R7xfH. & 1751

HT ESFERS PFOA 1 PFOS BINIAR
RE, b5, ¥ 10 ng RARAINEIE R
o B REER NRIEES 30 2
M, REDHITKRTIBEREGE

LC 1 MS %14

% 1290 Infinity 1| LC F5ci##9 Ultivo &
BEPUARAT LC/MS BEFI#{T LC/MS/MS
Piffe 7= 2 BR T AN LC F MS/MS

I S,
R 1. SMERS PFOA 1 PFOS BIMMARRE
IKER L1 (ng/L) L2 (ng/L) L3 (ng/L)

THK 2.5 40 200
IR K 25 40 _
Tk - - 200
HTIEER L1 (ug/kg) L2 (ng/kg) L3 (ug/kg)
THIE 05 5 20
ti% - 5 20
AR - 5 20

R 2. #4089 LC/MS/MS DT EAF

RAEEERG

1X2& RBBRSHEY Agilent 1290 Infinity I ARG
SpipriEa-d HERIRTAERY Agilent 1290 Infinity || EIEh# ¥ 85
[E 1290 Infinity Il 153848
@it Agilent InfinityLab Poroshell 120 EC-C18, 2.1 x 100 mm, 2,7 pm
[E 35°C
JmEntE 2.0 mmol/L ZEEAR B) ZHE
piis! 0.30 mL/min
priz =3 5.0 pL
fRiE{TEYI8] 3 min
PR Bamin: sonp

4-5min: 65%—100%

5-8 min: 100%

MS/MS %1%

128 Ultivo LC/TQ
FEEIET AEFHEN
FIRSBE 325°C
FIESRIR 6 L/min
ZHBRSAEED 30 psi
HRRE 350 °C
MR 11 L/min
EAERE 2500 V
T B & oV
CAV 9V




HR51ie

LC #1 MS/MS £ 41k

B, ATHIBTRNAFLEYH
FHEEF, EHBFEIA T PFOA
M PFOS fEARHTT Q1 MS Hifi. 24
EXFMEFENESE F#HTFE 7.
B MU ETRENBERNNSE, &
% 413/369 1 499/99 BFXIHBIAT
PFOA #1 PFOS &, ERHMEFXY
(413/169. 499/80) AT EMHIL. B
B, WHE T RURMMENE T, a0
& 3 F7To

MfaE MRM RESE G, 18 InfinityLab
Poroshell 120 EC-C18 &%, HEMRALZ
B BRRRIKARIEIMENED B PFOA
M PFOS., BRADHHNBELR,

PFOA 1 PFOS SRIME 4N E, E 1 FR
o XYTHEXSTFEBIKER, ADHEL
NBAY. B2, ENMERER M0
Bk, TIESUARY)) B, AEiFEmT
B ERAI B TIAITH R EET
F6p. A, NWERESRDITETE%
EIEE, MMM EIET R

£ 3. BTN PFOA 1 PFOS 89 MRM SRESH

BEF BRET frZEE htiEEEE | HEEE
4=x (m/2) (m/2) v) v) (ms)

369* 80 1 30

PFOA 213
169 80 12 30
372 80 1 30

M4-PFOA 27
169 80 12 30
99* 200 52 30

PFOS 499
80 200 68 30
99* 200 52 30

M4-PFOS 503
80 62 68 30

FERET

&, BREMEIAZEAZRHRE=
D S, BT 2AEKEIYREER
£, LC RGN ERKFARES. EX

x10°8

MERT, BWEREANMEshiiras
2 ENEE—IRER, LURREEY #
BRI T, SKIERE R,

3C,-PFOS: 503.0 > 99.0

04

x108

04

13C,-PFOS: 503.0 - 80.0

x102

PFOS: 499.0 - 99.0

0

x10?

= = = |

PFOS: 499.0 - 80.0

x108

MMRZ3EEE (cps)
o

J\ °C,-PFOA: 417.0 - 372.0
04
x104
)\ *C,-PFOA: 417.0 - 169.0
04
x10?
PFOA: 413.0 - 369.0
04 _ I
%108
A PFOA: 413.0 - 169.0
0 T T T
0 1 2 3 5 6 7 8

1R EZEiE] (min)

1. fEA Ultivo LC/TQ 3X18H) PFOA. PFOS MERMI RIS MYIBIET MRM Bi%E]



HRENFSRLMRL

SRIKEER, BT, M, T
TIENG, RESINERSBRE0M
ZEEMEEY. ZEEUAT. ZEEUG A
TIEFERF TOC B thERIBE R MM B i
WEMRNZERIE, EETIEFRH PFOA
N PFOS MIARRE (5 pg/kg), BREZEEN
AR, FEEA A ITIEERSN TOC &
b, ITEEEIREDT . REZER A
(ERIRZNER) FREM PFOA H
PFOS BIEMBEER. EMIXAI TOC
SEEM (0.81%-2.4%) 2(& TOC B4t
PFOA #l PFOS BIREEEEEER.
B2, HLRAENZEECAFIE, B
K BER AR MRS pH (0.1% KOH)
TRIRER/K (11, v/Vv) SEEBR, RIEH
E23d FEBISEH PFOA 1 PFOS MUEK
EI+9DEE, HER/K (11, v/v) FIREE
¥R S WA E PFOA #1 PFOS, #AT,
REESLLERER/K (111, v/v) EEREEZH
FHY), XeILEREIRERRERNTRS
HRH,

R ER KR B AR WAX i |k
TR W TIBERHITRRE, (£1F
mARFPHNEEARFERERT 10%, A
& EEZE R, WAX FBETE pH 4.0
TXF PFOA #1 PFOS EBRR B, H
Itb, R EEERMEE, RORER
2B (pH 4.0) M4 REZF AT, XL
BEREATNARER B EY, BallE
A T I AV R T I A B
i T/ RERAERUAR, LI
R ERE SN AT R LR, RE
IS FZANSE IO BB 3 PR

A

PFOA: A/Ai =0.991860 x (C/Ci) + 0.727070
R?=0.9971

IEEFREL (A/A)

BOEM S R $UE

REBBREBER SRS, PFOA F
PFOS RESEREN 0.5-200 pg/L, SR
FORER 10 ug/Le R B EWIEER
SHEMRNERRI L ERN TR RTPE
IR ES ENIMKERNELEEER. B 2
£~ PFOA 7 PFOS BB L S5 RELL
ZMEAEX, EIVFIREEIX 0.997,

HEXTIRE (C/Ci)

10{ PFOS: A/Ai=0.989824 x (C/Ci) + 0.013012
R?=0.9971

IEEFRLL (A/AQ)

6 1 2 3 4 5 6 71 8

6 1 2 3 4 5 6 1
HXHREE (C/Ci)

2. MR EESEEIAY PFOA 1 PFOS A ERRLZL



LKA AL PFOA FI PFOS IR 10

3.805
MARREIESA T B ANBREE. M o o
3 Fim, TEZKHR 2.5 ng/L BYE DR 499.0 - 99.0
EF, PFOA Fl PFOS BIEIRLL (SIN) 5 g | SN=120
B9 1193 0 120, A S/NEEREA, K =
+
fh PFOA #1 PFOS B9 LOD AT ng/L kst
BIRRE, EHHET 0.5 pg/kg MAR b
RES, PFOA 1 PFOS B9 S/N S 5IAE! o]
1382 fll 226, X#BE PFOA # PFOS B9 10
LOD #E=f +IBA A LUIAE) ng/kg KT ;F;”; oot
ORE, EREKEA, FAFF ARG EBERIG 204 g/N=1193
MARAEREZHO/EE PFOA Fl PFOS, 2 1s]
;—0; 1.04
0.54
0‘ T T T T T T T
2.0 2.5 3.0 3.5 4.0 4.5 5.0
{REZETIE] (min)
x10'
B 3.836
64 PFOS
499.0 - 99.0
- S/N =226
g 4
~
=
ZA
OA
x102
PFOA 2.791
81 413.0>369.0
S/N =1382
2
% s
2<
0‘ T T T T T T T
2.0 2.5 3.0 3.5 4.0 4.5 5.0
{REZBY{E] (min)

3. PFOA # PFOS B9EIEE], (A): MARRED 2.5 ng/L BY7K; (B) IIFRRE A 0.5 pg/kg B9
FTHETE, R SMUEYNETEERFERER



FHERERESHERE

I INAR SR TG 5 AR E R E R R
o MEEAK, Ak, EXK THLIE
(B®EE) . HiE L ZAARYIEAN
RER. B 4 2R, IOKRER 2.5,
40 # 200 ng/L BY, PFOA [ ZETE
91.1%-94.1% 2z 8, X ITERE
(RSD, n =6) £ 1.3%-4.8% Zid,
PFOS BIEIURZTE 88.0%-93.8% 2 al,
RSD £ 0.8%-5.3% Zialo X FIRRE
A 2.5ng/L 1 40.0 ng/L BYAIK, UK
MFRREZ 200 ng/L BIEIK, PFOA A
PFOS MBI ZE 5179 88.4%-98.8%
88.0%-97.3%, RSD 7334 2.2%-13.8%
#0.9%4.1%, XWFIFFRERN 0.5, 50

1204
1104
100+
90+
80+

g 704

M 604

40/
301
201

=HK K

0-
2.5ng/L 40ng/L 200ng/L | 2.5ng/L 40ng/L | 200 ng/L | 0.5ng/g

#0200 yg/kg 9= H T, Hisl HIEMT

), PFOA BIEIERTE 98.5%112.8%
218, RSD £ 0.6%-5.7% Zi&, PFOS
BIEIEBTE 96.8%—111.1% /8], RSD
£ 04%-6.6% 28, SEREE, ZHE
B LUE R A] St E S IR IE KAl TR
FRrYEEHY PFOA 1 PFOS,

KRR m O

BRZA AN TR Rk, BEL
AN YR ERY AR PFOA 1 PFOS
NEE, HRKRA, MRKMMTKEZ
2 T IRAGREM PFOA A1 PFOS 55, &
ESEEM L ng/L EIJL+ ng/Le XYF AR
TIEAARY), KESHEFERPRQNE
PFOA #1 PFOS,

5ng/g
£ THTIE

20 ng/g

B 4. Mt 97K T E R P &M IR R E T8 PFOA 1 PFOS Bl

5ng/g
T ARY)

£5ie

¥ 1290 Infinity Il RAEEENSHE
Ultivo PAARFFBIBERF, HMIEFIFER
KA LIBEFRFHI PFOA 1 PFOS, @iT
WAX 80l ES, =HKH PFOA H
PFOS B89 LOD AfRZET ng/L % THL
1%rh PFOA 1 PFOS 9 LOD A& ZE ng/kg
Ko BEMIRFRERAEE 0.5-200 pg/L M
IEENRMHAENEEXR, BFR
=ik 0997, ZAEEEEERENE
BE, PENRERNMNARERZEISE
88%-113% &), RSD 7£ 0.6%-13.8%
Zi8le HERRPA, % AP LA FEMILY
BAFIFRKMTIZBERFIEE PFOA Al
PFOS BYEHME,

M PFOA
M PFOS

20ng/g | 5ng/g  20ng/g
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