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MRS EAMEINCERNER, WNAPE~R
(k&, F8) . % (FHmEF) . BER. R (KR
FIFBRERD , URAKETUME., FENE, X&k
Fm, KMHEEENLUEY (T0rC), BEREZIFHAN
BIMKE. BRAEMNAHFECIINRNNBESER
EFRRTM, BKPEMXEVESMIRESE, EibE
Nz AR BT [1]o

KITHEHRN, BIUAESNTOCKRERE, @8F

ARENHITEE, ETIAMAEUEGYNEE, XIHF
MK, WA, BANXEXEYNEEUARS 2
BAFRF £ RIR IRV ETER#ETT, BRNElEKER
NEEDNAFEER .

BB - BEXBRIE (LC/MS/MS) SATEI MK FRRAKIRE
TOrC FENARAIN Z. BR, XEFENRRTNE
MUCEYRIARE, EfFEENES, FEEH
HAENENAEN. ENENEET - EARNTRTE,
FRADHEVEMENERE B TR RMNFEEHL
BYHF R MR R 4R RE IR EREE REVAY[E) HE 053 4r@
£, HEIRS T0C DEEREMERE,

AN AERM—REE A RNKF BN TOrC 2HFEIATTT
MR, REMKRENISESHMET 845, SIAR
LB X5 2 A Agilent 1290 Infinity Flexible Cube LC &3R,
EEEMNEL SPE/IVE, ZEERFFERRE—
MNFRITRANERN, TS —NIMEEH#HIT TN
SRl peid =

REHERIR T T0rC A ERH I EMEUEY
FEB, MKRAIHER. ARARNBEIREFAKE—ME
REVBETHE A, BISEI 34 MRV IRER DT, XL
ETRYMIART BMKERPJLE T0C, tEEHHEERE
RHEREARRE 2mL, AITERNEBE 15 D2 EARR
RIFRE ng/L FQNIR, AREHITFEIFMAILIE,
WAREERARENENET,
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W StREm

FrE IR bndE SRR PR ik [1] 3RS, FEHRRMER
MCN BRI E R EESMKERIERWEL R A ERS
PR (MRL), SORINFRIR [2]o |1 BR T ASHRBFAOT
B9 34 Fh TOrC SREFRB R0
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% Agilent 1290 Infinity %! LC #0 Agilent 6460 =ZE IR+
LC/MS R4EXFH. ELEERSER Agilent 1200 RIEE
BNZITR, H8 900 pL it EEEH AT ZIRIHETIEE
#Y Agilent 1200 B hi#i¥2s, UNEHEREFER. — 1
10 B EANF SPE /\VERY Agilent 1290 Infinity Flexible
Cube (G4227A), BIfEiFMmBEHRAK, WE 1R, &R?2
M 3IFIHT RARIESMHS

# 2 TELESPE &1F

b=

SPE /\iE PLRP-S, 21.1 x 125 mm, 15 ym (R4S 5982-1271)
(BT NN, ViR RAR)

BE 30°C

HEE 2x850 L, EFE17mL

BN fRIRER 500 pL/min
T AR 500 pL/min

HHEVIE 0.0 mm
M5t (Flexible Cube )
TR 1.0 mL/min
mEhig A) 7K (95%) + ZBE (5%) + 0.1% (v/v) ZB&
B) 1/1/1 (v/v/v): BRE2/BREE/ZHE
BMEE BiE (min)  FEHAE
0 100% A
4 100% A
4.01 100% B
8.0 100% B
8.01 100% A
PIRRUE B4ia] (min)  fIE
0 HE
4 b
HIERERF e
LABRIAZREE$HEY 850 pL
DABRIAER S VA 5 3 5 B2
LABRIAZRFEE$HEY 850 pL
HE

£ 3. HPLC FI[EIRTHY ESI- 5 ESI+ MS (X B854

ERREEILRY
PaLiigEs Agilent Poroshell 120 EC C18,
50 mm x 2.1 mm, 2.7 pm  (ZBHFS 699775-902)
e 30°C
SRENAE A) 7K +0.1% (v/v) ZEE
B) ZRE 0.1% (v/v) ZF8
PAX i E] 125 3% + 2 D EBITAYE = 145 DR
A HARY E]
IR 0.350 mL/min
TRRRE BiE] (min) SRENAR
0 5% B
4 MEEEETTA
1 100% B
125 5% B
JBIE1TEYIE] 2.0 o5
FgE M
RESH ESI#Ex, HHERERMEIRMERNIE. fE
FER; &h& MRM
BRIFER 0.7 558
BHSEBE 375°C
MR 12 L/min
FIRSEE 250 °C
FIRSTER 11 L/min
ZeREN 45 psig
g FRE 4000V IE[E; 3500V $AE
EMEBE 4000 V IEfE; 3500 V tal&
A EMV 400 vV
HFmERESHILIE

HRRXEMRKLIE (DARELEBEIEFSIMNE
BI7KEE) « fLEEH. HIRAKMM TR, mERZPMAN
19/L NERKMHITIHBRTE, FEET 72/NEAMA
BAMEGEER, UGB &RZARE /I 100-200 ng/L BIFFE
fho PEEMER 0.2 pm REFBRH LIRS HITHRITIE,
HETEXREEHEARNTH I,



PR
R AFIHT 34 PO REE RTINS & R0
(MRM) BEF3¥o

&4 MRM ESI &8

{REgAtiE] EREBE  [iEREE KRz thniEeS
iA=¢7/ (min) BEF FEF (V) (eV) BE (V) ESI 153
[E=-YIN 5.2 267.1 190.1 (145) 130 15 (20) 2 EBEF
&R, 5.2 274 190.1 130 15 2 EBF
EFEE 76 218 176 (174) 140 15 (15) 2 EBF
FEE, 7.6 221 179 140 15 2 EBTF
ZRHER 8.0 183 105.1 85 15 2 EEF
ZEERE-d,, 8.0 183 110 85 15 2 EBEF
KF=m 6.5 90.1 (50) 85 16 (28) 7 2 BT
KH=md, 6.5 94 85 16 7 2 BT
WER A 7.7 227 212 (13) 115 11(19) 7 fhEF
WE A-13C, 7.7 239 224 115 11 7 BT
IRl 5.7 195.1 138 (110.1) 104 16 (24) 2 FEF
MMEER-13C, 5.7 198.1 140 104 16 2 EBEF
£EEF 7.2 237 194 (179) 120 15 (35) 2 EBF
FEEFd, 7.2 247 204 120 15 2 EBF
Eli 7.8 213 127 80 10 7 BT
DEET 76 192 119 (91) 110 15 2 EEF
DEET-dg 7.6 198 119 110 15 2 EBEF
WRISER 8.6 294 250 (214) 75 4 (16) 7 HEF
RS ER-13Cq 8.6 316 272.1 75 5 7 hEF
H/RER S 7.0 415.2 178 (150) 130 24 (48) 2 EBEF
H/RERE-d, 7.0 418.2 178 130 24 2 EBTF
KHIA 7.1 256.2 167.1 (165.1) 60 4 (44) 2 EBEF
FISHIA-dg 71 261.2 172.1 60 4 2 EBF
E=ti] 7.50 310 148 90 5 2 EBTF
s T-dg 7.50 315 153 90 5 2 EBEF
HIEDTTT 9.2 249.2 121 75 6 7 BT
HIFFTFF-dg 9.2 255 121 75 6 7 nEF
SRR 5.9 296 268.9 (204.7) 130 10 (15) 7 HEF
S ETEIR 6.9 363.2 327(120.9) 130 13 (24) 2 EEF
mES 8.8 205 161 50 0 7 HBET
WB55-d, 8.8 208 164 50 0 7 HEF
BR/RE 6.5 219 158 (55) 70 5 (20) 2 EEF
BR/RIB-d, 6.5 226.1 165 70 5 2 EBF
B 8.0 229 170 (169) 55 4 (24) 7 HEF
ZE -5, d, 8.0 233 169 55 24 7 HBET



{REZYiE EHBE  RiEREE REZhniEeS
A=tV (min) BEF FEF (V) (eV) BE (V) ESI #2350
FAEJRIEER 6.2 313.2 91 (77.1) 130 60 (75) 2 EBT
PFHXA 74 3129 268.9 66 5 7 HEF
PFHxA-13C, 7.4 3149 269.9 66 5 7 BT
PFOA 8.0 4129 368.9 (169) 86 5 (5) 7 HETF
PFOA-'SC, 8.0 416.9 3.9 86 5 7 hEF
PFOS 9.2 4989 99 (80) 210 50 (50) 7 BT
PF0S-'°C, 9.2 502.9 99 210 50 7 BT
FKER 6.1 219.3 162.1(91.1) 70 9 (25) 2 EBT
FARER-dg 6.1 224 167 70 9 2 EBF
DER 6.6 260 116 (56) 122 13 (29) 2 EEF
EA&REE 7.7 179.1 137.1(92) 80 7 (20) 7 ABET
& REE-d, 1.7 183.1 1411 80 7 7 BT
[ip=p=1 7.0 202.1 132(68.1) 72 16 (36) 2 EBT
Fi R B T 6.5 254 156 (92) 80 10 (30) 2 EBF
FE R FR G- d g 6.5 260 162 80 10 2 EEF
TCEP 75 285 2228 95 10 2 EBT
TCEP-d,, 75 297 232 95 10 2 EBF
TCPP 8.4 327 99 (81) 72 16 (70) 2 EBT
E=IT 7.8 289 109 (97) 115 25 (25) 2 EEF
=8F¥ 9.4 313 160 (126) 110 5 (25) 7 HEF
=SR-3, 9.4 318.9 159.9 110 5 7 ABET
=84 9.4 289 (287) 37 (35) 75 5 (5) 7 HEF
=&8%-%,, 9.4 299 35 75 5 7 BT
BEFIE 5.8 291 261(230) 75 25 (25) 2 EEF
FAEFE-d, 5.8 294 264 75 25 2 EEF

()= REBFXY

HR5HE

BiER%

M SPE/MERVIKEY. EEZHNEFERNR, HEERG.
BiRC EYNEBIERESE, UNERMNESEX S
EHITT 2EMN. BFRARZHCESYNSEIIEF
Bl EF R, F{1EB T Agilent PLRP-S SPE /M,
Agilent Poroshell 120 EC C18 i 1E{X1R 12 53 #hAENA]
SMEIMSE, FHH 6460 ZEIUIRFT LC/MS RER
IE. ABFHENDINEERIRER IR
MRM, BEWEXIFRE 34 L EYIRESEHITIREM Lo



Agilent 1290 Infinity Flexible Cube FTSEIL B Zh{k
HYTEL% SPE

Flexible Cube 1R 5— N A BB L HE(C B RN 3B A,
BISEIL B nh &R 3HEN. #EamM Flexible Cube LIHEIRAY “AN
H ELEE (E1), KEEA (R2) RFEE—

SPE/)\iE (SPE1) (REFMMIBIHRIZE R K. —BEFemists,

UHRRBEoHERE ‘Al UE (B1) , ATRIZHE
MEBEERZNERM SPEIAREI 2E (R2),
EBY, IREAE “ME UE, KA@AN (R
B, £2) XFE 4 SPE/E (SPE2) #ITIEE, LBk
EFERIREFEERISRY), HARIFEE, SRRt
F R B, $E—MEGRM SPET FEREI S EE
B, SPE2 RFIAMzHiE A HITES (MNRFE, BINHE
Al L&) o (B 1) . FBY, SPE1RFEREHHE B /A
o, EBRFHITE= MRV,

FiEtEae

REBXHRFMR A ENE T80y E3 12 NIR (LoD)
7 ERMER (MDL) [1], 30K 5 Fimo 34 fib &9+,
KZ¥HE MDLRE <5ng/Le RE 4T E¥H MDL >
10ng/L: FAEBIEIR. WE A, FFH =M Z KB,
BAFEHT U ARNAR/NFZHERE, B2E
REWIERT, ZFHEEEEREFEMN MDL, IMESR
EUAKXBLDTHRFENRITAE, NMABERKT 2
MEE Ao

REMENEEXRRY, AT 1 MUERR, RE
M MDL E| 100 ng/Lo X FEABEEMRDIY, REREK
(R?) 79 >0.99, He, 71% (24 #) B HYIHIR2E >
0995 (%6)., FRBRMBEENENE, ZHZEN
BEEHL+SHE, HREMMMNTEEN1-104%, RE
A THEST 10% (R6) o BRIAIEERZINMIFMEH
SR EEIMIIERT 10%, SEEH 1-11.9%,

Agilent 6460 =&
POARAT BRIE (Y

SRt

priz
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gl
&R

SPE2 (G%Rit)

SPE1 (i##¥)

= RIEEER ¥V
IR B Ehit 2R BB
(3R3k 900 pL)
Agilent 6460 =&
AR BRIEY

g PariigE

Flexible Cube 1

&
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x5 FTEBHA AT LOD FMDL

bak ik ] LOD (ng/L) MDL (ng/L)
PRI E& R 1 25
EFEE 02 03
X 5 1.3
KFF=m 10 10.8
ER A 10 13.1
Ik 0.2 05
*E5AEF 0.1# 0.1
KU 0.2 0.7
DEET 0.1 0.3
WS 2 28
KIHIA 05 0.9
H/RERE 0.1 02
;T 1 3
HETF 0.2 05
SLETHHL 5 9.3
SRER 0.2 0.4
mRS 05 1.9
BR/RIEB 0.2 04
B2E 1 25
B ERIEER 10 116
PFHXA 1 36
PFOA 05 3
PFOS 5 6.1
FhKER 05 2
MEFR 1 1.2
R[S 1 1.4
FEIgE 02 0.4
T AR R T 0.2 05
TCEP 1 2.1
TCPP 5 9
= 25 4.4
=8k 05 1.1
=84% 1 2.6
REFIE 0.1# 0.1
# IERET S/N >>3

X6 BIRSITRERELFIEEE

=] Rial
53K b1 =5

wam R? RSDf (%)  RSDt (%)
&R 0.9996 6.1 1.9
EFERE 0.9998 3.9 3.7
X B 0.9911 9.0 7.1
KFF=m 0.9939 2.0 32
IRED A 0.9924 28 7.2
InEER 0.9978 7.1 2.0
*EAEF 0.9996 2.1 14
Sl 0.9992 48 29
DEET 0.9997 1.0 1.3
WAL 0.9918 6.2 9.8
KSHIA 0.9968 13 1.0
H/RER 0.9976 35 43
#;FT 0.9946 10.4 5.6
HETF 0.9987 2.0 25
SaMEE 0.9972 3.3 4.1
SRR 0.9960 7.8 7.1
mRS 0.9949 45 6.1
BR/RE 0.9997 1.1 22
B2EE 0.9949 6.3 1.9
RERIERR 0.9962 38 5.0
PFHxA 0.9972 32 5.8
PFOA 0.9983 48 27
PFOS 0.9932 6.1 23
K ER 0.9930 9.9 37
MEFR 0.9989 2.6 39
B a&AEE 0.9993 15 15
7EIgE 0.9997 25 2.9
P f B T I 0.9980 7.7 3.6
TCEP 0.9918 5.3 39
TCPP 0.9954 73 72
£l 0.9979 8.8 4.4
=8FM¥ 0.9983 29 23
=84% 0.9962 5.3 338
REFE 0.9967 6.8 7.2

T4REENEN
AR ERE
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ERMALRITT AN KRB AMAEKIREY 34 74 TorC BVE
REEHAT T 04, AMIKRDBIRHRK, TRk 1€
FtK, DURMNEMEKLE (WWTP) BIEIPNAE
SR IRF EZ YKo

ZFERT T HNIRAKAR TorC BN A, HpMittR
KiFmPIHE BARARRY 7 HEY). 1 MO APEF
mm, MR 2 MRE (1], 7R Tk mphieNzE T —
ERRENKEY.

RKEFWDS WWTP MR EET BirEFRENAY
MNANIFEFERAEY, HPAESHESENRER
Bo 7 WWTP 1 8f WWTP 2 /kFEZ 3 Y s R | (b ab I
(HERNFRARmMAELNE) 25, HRNAZHE
WA NIPIEF REBBEB T2 X R,

e

% H Agilent 1290 Infinity Flexible Cube BY% B BhTELL SPE
EEFE, FRAARBNXEIE. fAEFH ESI B Agilent
6460 = EPUIRFT LC/MS REAREBTE ng/L 2% L 3T 34 Fh
A[E TOrC #1T LC/MS/MS 73#fro ME MRL R4
B R EIREHIEX S ERF TR MRL NE.
XFLVEFES (1.7 mL) BIRITE 15 D885 ARBRSCIT
EIEEDM. PR MR Bt o] EE T 2 et
8, EATEESIIE. ABFHERXT, (N—R#FFEIF
SERLPRAE 34 # TOrC 93T, XEM—RRNERT LI
IINRERITELR SPE ke SLIRTARMAEMEL, ZB8
THTELE SPE D b TOrC BIREF AR R EEE
BNENY, HETTHERESNEEL. ADFAER,
BE D EMERKEEIZ A AN AMEE TIEX,.
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