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Online SPE-LC-MS/MSEX B o4k FB7k b
ERLEY

LCMSMS-917

fE . AXFIFABE Online SPE AI=F MR FIE XY TIRAKP LB EMNEES T HE. AFE
DHTESE 15 min, 7TAPEESRAKOLE. EEMPITUEIE . FEFSHRE, EEMECERBEXERY,
R ELH P RENEREEERANITEREN 0.027%~0.106 % 28, HREMZTENRENBNIRERER
1.04%~14.66% 28, RNEREMRERSERS, SHEMBFIIIREIIRERTAE 70.98%~142.49% 28, HEEE

2K,

X815 : Online SPE+LCMSMS  2&ka Ak

BARK R

+ Online SPE #1 LC-MS/MS 48X, TMIXAKERBIERTLIE - SREO IR,
> IoNERNEMEEN C4-C18 NEaRRIN£&ER, REBEX.

28 EY (perfluorocarbons, PFASs) B F &
MBI FE MR, R RREKD . RFNREME.
FRKMEARFEKME, BNBFEBMR., TIERE
SEMER . RBFIARAKFMPRRREOENE S,
HETZHONBANZENRERFAM, PFASs £
KEBEANZS. TE. IRY. B4EomEER
K EPHEEE ., PFASs EERBEMNEMNRBE
BATEDPRBZBEME. PFASs —BEHAARKE,
BERERSRNHLAS, BEABMRREER,
FEBENSMER.

ERFREELBEMBXAMEY (PFOA %),

B XS

ERFEER R EDREMeRMFEEEEA (PFOS %)
WERE RN “KACEMR" , 2022 FEX
BEMANEREETSRMBETE.

PFASs o LAREH#E FAK#TIZEE B EH, EiHt
TKMERBEKPBZHEIQEH . ARFXP, MRS
PFOA f PFOS EZ R AL RERE (RAKLET
Z2) , BRERAGFETELEENARIRAKE,

AXFANAREBNELERERRAS =&
PiRATRRIEEX AR, B —MEE. RiE, ERN
EERRBKP2RUEMODITTEE, HEXAR
2%,

W & | : LC-40DX3x2,
SPE# R : LC-40BX3

1.1 148
ALIRERA Online SPE R =FMIRATRIE LCMS-8060NX, EABEIT:
R =HEE © CBM-40
Bah#tFEeE © SIL-40C X3 (2000uL EEHF)
H B f : CTO-40C (RE FCV-36AH &)

B T{Euh : LabSolutions Ver.5.118
1.2 P&y

Wi IEEGF

eiExH (SPE)

HEERSE

SPEBIE R : A-K (8%&4E) , B- P

B 1 L : LCMS-8060NX

On-line SPE Cartridge EVOLUTE ABN (30 mm L.x2.1 mm I.D., 24 um)
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SPE 7}2|E ﬁ : ?‘BQD/}IbLj] OmL/mm, %}JyumbﬁgﬂA
O R R . 1000 pL

%1 SPEWEER

BJ18 (min) 2 (mL/min) RARE (%) RBIRE (%)

0.01 0.6 100 0
2.50 0.6 100 0
2.51 1.0 0 100
4.00 1.0 0 100
4.10 1.0 100 0
7.50 1.0 100 0
7.60 0.1 100 0

BigRM4F (UHPLC)
8 i # : Shim-pack Scepter C18-120( 50 mmx2.1 mm 1.D., 1.9 um, 2iE (L) LHBH AR
AT, P/N:227-31012-03)
O M8 ARE-2mM ZBRRBKAER; BHR-ZB

I

i E : 0.3mL/min
H = 1 40°C

MRLE @ 1
B A R . BEREK, BREWRRERN15%, HEERFLE 2

*2 BERBNBEER

B¥E (min) mE (mL/min)  RAXRE (%) ZRBRE (%)

2.50 0.3 85 15
10.00 0.3 2 98
12.00 0.3 2 98
12.10 0.3 85 15

3 REEEER

BY1E (min) BT WIBEE S B

2.50 iR Oven Valve 2 0

12.00 =] Oven Valve 2 1
FRig &4
g F &’ : ESI- MHRBEHIEE © 400°C
EAXSARZE : 3.0L/min DL & & : 150C
mHBPS|/E © 15.0L/min % 0O 8 E : 300°C
FRRSAE : 3.0L/min ¥ O 8B &K : -1.0kv
R E B K -2k MEHMUE : +4mm
MRM & % : %4
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A

&4 MRM B
{REBETE]

(min)

EMBEF

LCMSMS-917

PFBA Perfluorobutanoic acid
PF4OPeA Perfluoro-4-oxapentanoic acid
33 FTCA 2H, 2H, 3H, 3H—p.erﬂuorohexan0|c

acid

PFPeA Perfluoropentanoic acid
PF50OHxA Perfluoro-5-oxahexanoic acid

42 FTS Fluorotelomer sulphonic acid 4:2

PFHxA Perfluorohexanoic acid

PFBS Perfluorobutanesulfonic acid
PEEESA Perﬂuoro(Z—ejchoxyethane)

sulfonic acid
6:2 ETUCA 2H-Perfluoro-2-octenoic acid
(6:2)
6:2 FTCA 2-Perfluorohexyl ethanoic acid
(6:2)
PFHpA Perfluoroheptanoic acid
53 ETCA 2H, 2H, 3H, 3H—Rerﬂuorooctan0|c
acid

PFPeS Perfluorohexane sulfonate

ADONA 4,8-d|oxa-3H-pe'r‘ﬂuorononanOIc
acid
6:2FTS Fluorotelomer sulfonate 6:2

PFOA Perfluorooctanoic acid

FBSA Perfluoro-1-butanesulfonamide
PFHxS Perfluorohexanesulfonic acid

8:2 FTCA 2H-Perfluoro-2-decenoic acid
(8:2)

8:2 FTUCA 2-Perfluorooctyl ethanoic acid
(8:2)

PENA Perfluorononanoic acid
PFHpS Perfluoroheptyl sulfonate
8:2FTS Fluorotelomer sulfonate 8:2

23 FTCA 2H, 2H, 3H, 3H—pérﬂuorodecan01c
acid

PFDA Perfluorodecanoic acid

PFOS Perfluorooctanesulfonic acid

4.185
4.419

4.635

4.786
4.960
5.107
5.287
5.346

5.605

5.563

5.571

5.770

5.519

5.881

5.930

5.997
6.190
5.836
6.324

6.363

6.362

6.57
6.732
6.743

6.350

6.934
7111

Target
Target

Target

Target
Target
Target
Target
Target

Target

Target

Target
Target
Target
Target
Target

Target
Target
Target
Target

Target

Target

Target
Target
Target

Target

Target
Target

213.00>169.00
229.00>85.00

241.00>117.00

263.00>219.00
279.00>85.00

327.00>307.00

313.00>269.00
299.00>80.00

315.00>135.00

357.00>293.00

377.00>293.00

363.00>319.00

341.00>237.00

349.00>80.00

377.00>251.00

427.00>407.00

413.00>369.00
298.00>78.00
399.00>80.00

477.00>393.00

457.00>393.00

463.00>419.00
449.00>80.00
527.00>507.00

441.00>337.00

513.00>469.00
499.00>80.00

229.00>185.00

241.00>177.00

263.00>69.00
279.00>235.00

327.00>81.00
313.00>119.00

299.00>99.00

315.00>69.00

357.00>243.00

377.00>63.00

363.00>169.00

341.00>217.00

349.00>99.00

377.00>85.00

427.00>81.00
413.00>169.00
298.00>119.00

399.00>99.00

477.00>63.00

457.00>343.00

463.00>219.00
449.00>99.00
527.00>81.00

441.00>317.00

513.00>219.00
499.00>99.00

PFBA-IS
PFBA-IS

PFHXA-IS

PFHxA-IS
PFHxA-IS
PFHxA-IS
PFHxA-IS
PFHxA-IS

PFHxA-IS

PFHxA-IS

PFHxA-IS

PFOA-IS

PFOA-IS

PFOA-IS

PFOA-IS

PFHXS-IS
PFOA-IS
PFOA-IS
PFOA-IS

PFHxS-IS

PFHxS-IS

PENA-IS
PENA-IS
PENA-IS

PFHXS-IS

PFDA-IS
PFOS-IS
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10:2 FTUCA

10:2 FTCA

OBS

PFUNDA
FHxSA

6:2 CIPFAES

PENS
PFDoDA
PFDS
PFTrDA

8:2 CIPFAES

FOSA
PFUNDS

MeFOSA

EtFOSA

PFODA
PFBA-IS
PFHxA-IS
PFOA-IS
PFHxS-IS
PFNA-IS
PFDA-IS
PFOS-IS
PFUdA-IS
PFDoDA-IS

2H-Perfluoro-2-dodecenoic acid
(10:2)

2-Perfluorodecyl ethanoic acid
(10:2)

Sodium p-perfluorous
nonenoxybenzenesulfonate

Perfluoroundecanoic acid
Perfluoro-1-hexanesulfonamide

9-chlorohexadecafluoro-3-
oxanonane-1-sulfonic acid

Perfluorononane sulfonate
Perfluorododecanoic acid
Perfluorodecyl sulfonate
Perfluorotridecanoic acid

11-chloroeicosafluoro-3-
oxaundecane-1-sulfonic acid

Perfluorooctanesulfonamide
Perfluoroundecanesulfonic acid

N-Methylperfluorooctanesulfon-
amide

N_
Ethylperfluorooctanesulfonamide

Perfluoro-noctadecanoic acid

7.080

7.068

7141

7.294
6.901

7372

7.463

7.639

7.813
7.97

8.054

7.751
8.135

8.840

9.104

9.378
4.183
5.289
6.190
6.322
6.566
6.937
7.103
7.294
7.631

Target

Target

Target

Target
Target

Target

Target
Target
Target
Target

Target

Target
Target

Target

Target

Target
ISTD
ISTD
ISTD
ISTD
ISTD
ISTD
ISTD
ISTD
ISTD

557.00>493.00

577.00>493.00

603.00>172.00

563.00>519.00
398.00>78.00

531.00>351.00

549.00>80.00
613.00>569.00

599.00>80.00
663.00>619.00

631.00>451.00

498.00>78.00
649.00>80.00

512.00>219.00

526.00>219.00

913.00>869.00
217.00>172.00
315.10>270.05
417.00>372.00
403.00>84.00
468.00>423.00
515.00>470.00
503.00>79.95
565.00>520.05
615.00>570.00

557.00>119.00

577.00>63.00

603.00>465.00

563.00>269.00
398.00>169.00

531.00>83.00

549.00>99.00
613.00>269.00

599.00>99.00
663.00>269.00

631.00>83.00

498.00>169.00
649.00>99.00

512.00>169.00

526.00>169.00

913.00>369.00
315.10>120.10
417.00>169.00
403.00>103.00
468.00>219.00
515.00>219.00
503.00>99.05

615.00>269.00

LCMSMS-917

PFUdA-IS

PFUdA-IS

PFUdA-IS

PFUdA-IS
PFOS-IS

PFUdA-IS

PFUdA-IS
PFDoDA-IS
PFUdA-IS
PFDoDA-IS

PFDoDA-IS

PFUdA-IS
PFDoDA-IS

PFDoDA-IS

PFUdA-IS

PFOS-IS

| RERTEIR G
2.1 tREATRECH

ERANEMRESIRERRIIES AIRMTER R, PEREEE,

2.2 LRt Byt I2

[ 1.5 mL HRMAPERIMARERENNREN TSR, BS
S ERNE LM,

)iz

RET -20°CKFEPREF

Rt TAEARAD 1.5 mL IRAKFmR,
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BTEER
3.1 &iEE

B MERLCESMNRIRNESIEEWNE 1 i, PFASs NN BEDRARLE. &
BoMREMRRANEIEELE 2,

RN REE KBRS,

42:213.00>169.00(-)

22661
2066 -
1.8¢6
1666
1.4e6 4
12663
1.0e6 -
8.0e5 4
6.0e5 -

4065 ]

20e5 - /\
0004 IN

¥l

_a A

POAEE = E=:

LCMSMS-917

£=

4.30e4

40 45 50 55

1
Q 213.00>169.00 (-) 4.16e3
100.00 - A
% |
0.00 t——FF————F—
40 45
RT (min)

PFBA (0.20 ng/L)

Q 377.00>251.00 (-) 6.65e4
- 4
10000 R122.87 (----)
% |
0.00 -Y————m————————
55 6.0
RT (min)

ADONA (0.20 ng/L)

6.0 65
ERMUEMINERRE
Q 299.00>80.00 (-) 4.34e3
100009¢, 5788 (----)'
% -]
0.00 5= K —
5.0 55
RT (min)
PFBS (0.20 ng/L)
Q 413.00>369.00 (-) 5.25e4
100.00-Fu 2853 (,,,,)'
% |
0.00 —————r
6.0 6.5
RT (min)

PFOA (0.20 ng/L)

A/AMM

(5.0 ng/L)

Q 327.00>307.00 (-)

100.00

Q399.00>80.00 (-)

100.00

IR1 24.96 (-

% |

707e3

IR1 60.42 (----)

% -]

——
5.0 5.5
RT (min)

4:2 FTS (0.20 ng/L)

6.97e3

I

6.0 6.5
RT (min)

PFHxS (0.20 ng/L)

9.0

RT (min)
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Q 463.00>419.00 () 409e4

_ y
100.00 R122.63 (----

% |

000 ,"J\"\.M.\A
70

6.0 6.5
RT (min)

PFNA (0.20 ng/L)

Q 663.00>619.00 (-) 3.78e3

100.00

R10.00 (----)

% |

0.00

B
75 8.0 85

RT (min)
PFTrDA (0.20 ng/L)
2

3.2 BUEHI £

Q 499.00>80.00 (-) 4.00e3

_ Y
10000931 4503 ()

% |

0,00 - A —
75

7.0
RT (min)

PFOS (0.20 ng/L)

Q 649.00>80.00 (-) 178e3
_ y
10000121 4783 ()
%_
000 ===
80 85
RT (min)

PFUnDS (0.50 ng/L)

Q 549.00>80.00 (-) 1.95e3
10000931 59.10 ()

% -]
0~00'|""|""|
70 75

RT (min)

PFNS (0.20 ng/L)

Q913.00>869.00 (-) 5.30e3

10000421 799 ()

% -]

0.00 -t—F——————
9.0 9.5
RT (min)

PFODA (0.20 ng/L)

By B TMELEE TRNEIER

LCMSMS-917

EERIF O —RIRENRERR, XBRNEEE, UEUESRENELIR, KEWIEERS ARIER
REEA PSR, SHEIRERE, SUESMNREREZBEXRE. A TEMERELRS,

x5 REMLSEH

HETRE (%)

LR XA
(ng/L)
1 PFBA 0.2-100 0.9969
2 PF40PeA  0.2-100  0.9935
3 PFPeA 0.2-100 0.9965
4 PF50OHxA 0.2-100 0.9981
5 4:2 FTS 0.2-100 0.9913
6 PFHxA 0.2-100 0.9986
7 PFBS 0.2-100  0.9952
8 PFEESA 0.2-100  0.9941
9  62FTUCA  02-100  0.9993
10 6:2 FTCA 0.5-100  0.9994

B (%) D AW in;‘f BT
94.29-109.47 23 8:2FTS 0.2-50 0.9922
88.49-114.63 | 24 7:3FTCA 0.2-100 0.9959
93.24-107.57 25 PFDA 0.2-100 0.9934
93.97-105.84 26 PFOS 0.2-100 0.9989
82.66-112.28 27 10:2 FTUCA 0.2-100 0.9968
94.35-103.87 28 10:2 FTCA 1.0-100 0.9975
91.16-106.91 29 OBS 0.2-100 0.9971
92.82-108.06 30 PFUNnDA 0.2-100 0.9965
91.72-106.65 31 FHxSA 0.2-100 0.9959
87.72-109.44 32 6:2 CIPFAES 0.2-100 0.9965

90.31-113.37
92.55-112.94
90.98-115.03
96.49-104.29
88.61-111.46
91.06-105.75
91.12-106.37
89.70-105.09
95.93-110.55
93.50-112.10
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1 PFHpA 0.2-100 0.9966  89.50-107.90 33 PFENS 0.2-100 0.9920  86.58-112.14
12 5:3FTCA 0.2-100 0.9972  89.78-107.11 34 PFDoDA 0.2-100 0.9908  90.02-116.12
13 PFPeS 0.2-100 0.9953  89.46-109.01 35 PFDS 0.2-100 0.9945  88.74-109.72
14 ADONA 0.2-50 0.9976  93.94-105.90 36 PFTrDA 0.2-100 0.9920  88.62-114.68
15 6:2FTS 0.5-100 0.9993  92.79-107.50 37  8:2CIPFAES  0.2-100 0.9923  91.77-107.53
16 PFOA 0.2-100 0.9980  94.68-106.81 38 FOSA 0.2-100 0.9960  92.21-109.42
17 FBSA 0.2-100 0.9927  89.46-112.83 @ 39 PFUNDS 0.5-100 0.9979  93.52-112.53
18 PFHXS 0.2-100 0.9947  88.24-109.20 : 40 PFTeDA 0.5-100 0.9963  90.60-108.92

19 8:2 FTCA 0.5-100 0.9941 91.66-110.07 : 41 MeFOSA 0.5-100 0.9945  90.34-111.78
20 8:2 FTUCA 0.2-100 0.9919  83.15-114.43 | 42 EtFOSA 0.5-100 0.9941 86.88-109.98
21 PENA 0.2-100 0.9988  88.95-112.02 : 43 PFODA 0.2-100 0.9957  92.11-109.41
22 PFHpS 0.2-100 0.9975  92.96-108.11

33BEE

2334 5.0 ng/mLA 20 ng/mLMIREBRRRETOXREENE, RENORBZERNRERER
0.027%~0.106 % 28, BEREMLITERENBNIRERET 1.04%~14.66% 28, HEREZERI, #¥iE
ZERIMRE 6,

*o6 BEENAER (n=6)

5.0ng/L 20.0 ng/L 5.0ng/L 20.0 ng/L
RBEE RE RBEE kg D wa  RerNE RE RBENE RE
RSD% RSD% RSD% RSD% RSD%  RSD% RSD%  RSD%
1 PFBA 0.070 1.90 0.067 1.54 23 8:2FTS 0.066 6.67 0.038 7.78
2 PF4A0OPeA 0.106 4.66 0.083 2.84 24 7:3FTCA 0.072 4.70 0.043 11.41
3 PFPeA 0.073 1.27 0.067 2.60 25 PFDA 0.070 4.63 0.038 6.27
4 PF50HXA 0.079 2.55 0.061 5.83 26 PFOS 0.066 8.81 0.033 4.04
5 4:2FTS 0.074 3.92 0.067 7.18 27 10:2FTUCA  0.070 5.95 0.034 9.39
6 PFHxXA 0.069 1.67 0.057 1.72 28 10:2 FTCA 0.072 9.66 0.046 19.2
7 PFBS 0.083 4.69 0.048 2.18 29 OBS 0.071 4.71 0.035 7.29
8 PFEESA 0.074 1.58 0.050 4.55 30 PFUNDA 0.070 6.54 0.032 4.9
9 6:2 FTUCA 0.069 2.20 0.049 3.64 31 FHxSA 0.069 11.21 0.041 6.06
10 6:2 FTCA 0.076 3.94 0.045 5.37 32 6:2CIPFAES  0.059 8.25 0.037 5.24
Iy PFHpA 0.072 3.33 0.043 533 33 PENS 0.063 4.55 0.031 9.03
12 5:3 FTCA 0.069 3.69 0.047 5.26 34 PFDoDA 0.067 4.10 0.034 3.37
13 PIFPES 0.083 3.36 0.044 4.80 35 PFDS 0.062 7.28 0.077 14.66
14 ADONA 0.075 3.23 0.043 3.65 36 PFTrDA 0.055 6.83 0.039 19.5
15 6:2 FTS 0.079 3.04 0.039 4.88 37  8:2CPFAES  0.056 2.17 0.035 5.17
16 PFOA 0.072 1.04 0.035 1.42 38 FOSA 0.066 8.39 0.035 9.62

17 FBSA 0.046 3.54 0.032 2.71 39 PFUNDS 0.059 3.33 0.027 5.43
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18 PFHxS 0.075 2.53 0.037 7.15 40 PFTeDA 0.054 9.07 0.044 10.72
19 8:2 FTCA 0.081 6.68 0.032 14.50 41 MeFOSA 0.045 432 0.073 11.77
20 8:2 FTUCA 0.078 513 0.054 8.17 42 EtFOSA 0.050 833 0.037 6.86
21 PENA 0.071 3.81 0.032 5.31 43 PFODA 0.046 10.93 0.031 53
22 PFHpS 0.074  5.21 0.034 263
3.4 fotR[ElR =R

BB SRAKFNIRAK, 2olH&EFAIMMNRER, 2 DKFIMRRED S 5.0 ng/L #1 25.0 ng/L, &REF
TRE AL, WALERER: BRKERIEH OMUEY), NTER, BRKERTZUEVIFLINIRE KZE
7£70.98%~142.49% 218, MNIRAERETE 1.30 %~14.11% 28, RAKERPEZAEYHTHMIREKRETE

74.66%~140.40% Z 8, HENIRERERE 0.62%~9.66% ZiE.

x7 BRAKERICUER (n=4)

a7 BRKEHIRE (ng/L) RSD% Fs a7 HEERERE (ng/L) RSD%
1 PFBA 39.87 1.62 6 PFOA 2.27 2.62
2 PFHXA 0.76 8.55 7 PENA 0.23 10.54
3 PFBS 2.06 6.3 8 PFOS 0.53 8.22
4 PFHpA 0.66 6.01 9 OBS 0.78 8.47
5 6:2FTS 0.61 10.48
Q213.00>169.00 (- 179e5 Q31300526900 () 158e5  Q299.00>80.00 () 436e4
100.00 - 1000000500 10000121 59 64 (c—-r)
%- %- %-
0'00 R B B L IR | 0'00 L |__‘_‘ TrrT T TTTTT 0'00 R L B B B
375 400 425 450 475 500 525 550 575 475 500 525 550 575
RT (min) RT (min) RT (min)

PFBA (39.87 ng/L)

PFHxA (0.76 ng/L)

PFBS (2.06 ng/L)

Q363.00>319.00 (-) 898e4  Q427.00>407.00 (-) 149e4  Q413.00>369.00 () 5.20e5
10000154 5080 () 10000121 4019 () 1000051 3150 )
% -
0~00'|""|""|""|""|" 0.00 T 0.00 L L R L LR
525 550 575 600 625 550 575 600 625 650 575 600 625 650
RT (min) RT (min) RT (min)

PFHpA (0.66 ng/L)

6:2FTS (0.61 ng/L)

PFOA (2.27 ng/L)
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Q413.00>369.00 (-) 5.20e5 Q 499.00>80.00 (-) 1.11e4 Q603.00>172.00 (-) 5.42e3
- - _ v
100.00 R131.50 (----) 100.00 R152.78 (----) 100.00 R1 15.54 (----)
% | % |
LN
0.00 UL BN L AL L LN AL L LRI | 0.00 LLNILAN LB LRI LR LN B R ELEL Y LR 0.00 LELEN BB LRI LR LI BLELEL L LR
575 600 625 650 6.75 700 725 750 6.75 700 725 750
RT (min) RT (min) RT (min)
PFNA (0.23 ng/L) PFOS (0.53 ng/L) OBS (0.78 ng/L)
<tz A 3
3 BXRKPRHEEMEIEEFIRE
B RIKiF s AREI
160.00
14000 -4 L] 3 g° °
[ ] ° °
120.00 ] ® 8 °
e _0%g00 o °, ° e® oo
10000 @ 2e %0 ] > ..l e * . .:.o'.... = .
80.00 e ™ 3 .
60.00
40.00
20.00
0.00
R R R I T T
sQEoafpELETLE ANa L Fababaap S ol = Bl ol = v
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