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R Agilent 6470 = EPUARAT
LC/MS R4eH0 EPA J57% 533 04
MAKPN 2R/ ZaE Y EY)
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%[E EPA (USEPA) FFA 7T 7% 533, AFAIMIAAKFIIEE &ML EGEYR
(PFAS)o 1ZF37ERRRT USEPA 7574 537 #l 537.1 R—LLEB YR SRR,
90 C, A0 C; EaMIERR &L, [BIFTIGHEIREITE C, BR, FHTIN T —LEFT4HY PFAS k&
o IHANFRBI TR /RIS EPA 755% 533 IUE Z N RI = ETo

ERBRLLEAZEE (SPE) JAMKFREEEY PFAS, AAEMER= SR FIESOHTT
LC/MS/MS 73#fre MEBZ+EMKEY), B81E C, Bl C,, B&. C, B C, FEMREL.
FARBNE/Beal. 574537 AN 14 MEEWTEET 105, BINEERE
537.1 HHfY 4 FL &Y. USEPA 7574 533 EREMIRBRL MY G R ERN
B, BEINAXRAKEWRINT AR, XEXEYHREMEETERGZHEM
£8M% PFHxS 1 PFOS SAAHITR I, USEPA AR ItLH{TRIFARIITIC,

PFAS DT EE/ LN RE MR, FEE—SFEHENALLTEER, EE PFAS
AIRER B MREMFIRIETRE (WESRNBRES « REBERSE (EAER)
LURCREntEA . TERIEBERM BohiiFes 2 BIERLERTE, AINEESR PFAS K
BYS5ERTH PFAS K EY, NMHITEZSNEED . BXRUINGFMILENIFH
B8, BERARECHEMNARKRTIERE. 5—NMIEE, KBEVEMEREE
B EERSRENFE (MeOH) A BEREEARF (USEPA 537.1 5 96%) »
BEXESER. BHERVEYNETE, SREAZYFFRENREREE 80%
B TAERRARYNIERLHIEMERE S, ExRREKEVSYNARE, HH
FHEYMMBRPITEMEEE 2 ERENEE,



AN AEIRIEMR T EE AR =BT,
15 Agilent 6470 = EPIRAT LC/MS/MS

RIBBIEMNEFG

o &
o 3 < 4\3 HyE
1T USEPA 7374 533 RIGHIZER. LC Agilent 1260 &7/ Infinity Z7t3R. G1367E Infinity ALS. G1316A Infinity 13855
. ST Agilent ZORBAX Eclipse Plus C18,3 x 50 mm; 1.8 pm (&Bf4S 959757-302)
MS {2854 . : -
HEIRTE Agilent ZORBAX SB-C18 4.6 x 50 mm, 3.5 ym (ZB{4S 835975-902)
P @& R 50 °C
R&ERECHERET £ R R oL
MS Agilent 6470 = SO+ MS/MS — A) & 20 mM ZERERIIK (LC )
2% o B) MeOH (LC %&)
BFRESH HER 0.4 mL/min
SIRRE 230°C B8] (min) %B
SR 41/min 0.0 5
0.5 5
g 20 psi HE 3.0 40
HERE 375°C 16.0 80
B 12 L/min 18.0 g0
20.0 95
MEEBE (5 2500 V
EMEBE (1) {Z1EETE) 20.0 min
{1 = (A oV
o JlEs G FiEieE | 6min

dMRM = F3¢

ZHEERADSERMEN (AMRM), H &1 aW3%

/A Agilent 6470 LC/MS/MS TEEBIFE
MBEFRI BT,

FIEkamsi, BiE8ETF. FEF
MREBEMMIZEES, %@d Agilent
Optimizer MEFT T (R 1) BS
FAERIES I AER 5991-7951. P
B EYBIAINEREBEIEZRE 2 Vo

A SRIENERMIEFRREME T AZA#HE, WERRSERRRNEMERY

A=) BETF FET {REZBSE] (min) | EEBYEREE (V) RbtEREE (V)
11CI-PF30UdS 630.9 450.9 17.67 165 32
11CI-PF30UdS 630.9 82.9 17.67 165 32
3C,-4:2FTS 329.0 309.0 9.18 125 20
8C,6:2FTS 429.0 409.0 13.06 125 24
3C,-8:2FTS 529.0 509.0 15.96 170 28
3C,-PFDoA 614.9 570.0 18.09 79 5
°C,-PFOA 415.0 369.9 1317 80 8
3C,-PFOA 415.0 168.9 1317 80 20
3C;-HFPO-DA 287.0 184.9 10.03 160 20
¥C,-HFPO-DA 287.0 168.9 10.03 160 4
3C,-PFBA 216.0 171.9 4.91 65 8
SC,PFBS 302.0 80.0 7.71 100 45
3C4-PFHxS 402.0 80.0 11.58 100 45
®C,-PFBA 217.0 172.0 4.91 60 8
*C,-PFHpA 367.0 322.0 11.40 72 0
’c,-PFOS 502.9 98.9 14.73 180 48
8c,-PFOS 502.9 79.9 14.73 180 52
3Ce-PFHXA 318.0 273.0 9.37 70 8
3Cs-PFPeA 268.0 223.0 7.24 60 8
*C¢-PFDA 519.0 474.0 15.99 81 4
3C,-PFUnA 570.0 525.0 17.12 73 5
3C¢-PFOA 421.0 376.0 13.16 69 4
3C4-PFOS 507.0 80.0 14.72 100 50
*Cy-PFNA 4720 427.0 14.68 66 4
4:2FTS 327.0 306.9 9.18 125 20




1. waEMSH ()

wam BF FEF {REEESE (min) | FEREBE (V) HEEREE (V)
4:2FTS 327.0 80.9 9.18 125 36
6:2FTS 427.0 406.8 13.06 125 24
6:2FTS 427.0 80.9 13.06 125 40
8:2FTS 527.0 506.8 15.96 170 28
8:2FTS 527.0 80.9 15.96 170 40
9CI-PF30ONS 530.9 350.9 15.52 145 28
9CI-PF30NS 530.9 83.0 15.52 145 32
ADONA 377.0 250.9 11.72 80 12
ADONA 377.0 85.0 11.72 80 36
HFPO-DA-CO2 285.0 184.9 10.03 155 16
HFPO-DA-CO2 285.0 168.9 10.03 155 4
NFDHA 295.0 201.0 9.10 75 5
NFDHA-C02 251.0 84.9 11.71 130 20
PFBA 213.0 168.9 4.91 60 8
PFBS 298.9 98.9 7.71 100 29
PFBS 298.9 80.0 7.71 100 45
PFDA 513.0 469.0 15.99 81 4
PFDA 513.0 218.7 15.99 100 16
PFDoA 613.0 569.0 18.09 79 5
PFDoA 613.0 268.7 18.09 100 20
PFEESA 314.9 134.9 8.57 110 24
PFEESA 314.9 69.0 8.57 110 60
PFHpA 362.9 319.0 11.40 72 0
PFHpA 362.9 169.0 11.40 72 12
PFHpS 448.9 98.7 13.26 100 44
PFHpS 448.9 79.7 13.26 100 52
PFHxA 313.0 268.9 9.37 70 8
PFHXA 313.0 119.0 9.37 70 18
PFHxS 398.9 99.0 11.59 100 45
PFHxS 398.9 80.0 11.59 100 49
PFMBA 279.0 84.9 7.91 70 12
PFMPA 229.0 84.9 5.95 60 12
PFNA 463.0 419.0 14.69 66 4
PFNA 463.0 219.0 14.69 66 17
PFOA 413.0 369.0 13.17 69 4
PFOA 413.0 169.0 13.17 69 12
PFOS 498.9 99.0 14.73 100 50
PFOS 498.9 80.0 14.73 100 50
PFPeA 263.0 218.9 7.24 60 8
PFPeS 348.9 98.9 9.69 135 40
PFPeS 348.9 79.9 9.69 135 40
PFUNA 563.0 519.0 17.12 73 5
PFUNA 563.0 269.0 17.12 100 20




BB AR

BRI 500 ng/mL HHTMIREAT
W (BAREEET EHERE
BB, F 80% MeOH EEHIEREL:
RBREY 14 ROERER, 1SEIEARE
A TES TN R BB
Gl

ZEY

] 250 mL AR I RS T
W1, 3HIRIE EPA 5% 533 (RSB T
ST, FEAICH/MeOH 7B
THRBHEBIREETIRRS, A/
80% MeOH 38 #E AT IAPIHT.
i

1 R TREEMASER 1.5 ng/mL
(Fmil$) REaRBBIEE,

x 10%

Y

x 10%

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.7

x 104
4.5
4.0
3.5
3.0
2.5
2.0
1.5
1.0
0.5

B .

NFDHA

PFHpA RT=11398
ADONART=11.705
PFOART=13104
PFNART=14.609
PFFDART=15911
PFUn& RT=17.033
PFDoA RT=18.015

M JL Ll

[

5 6 7 8 9 10 11 12 13

4 2FTSRT=9.206
6:2FTS RT=12.999
8:2F TS RT=15.868

k

FTS

85 90 95 100 105 11.0 11.5 12.0 125 13.0 13.5 140 14.5 150 155 16.0 16.5

PFESRT=7.714
PFPeSRT=9.716
PFHxS RT=11.507
PFHpS RT=13.197
PFOS RT=14503
9CI-PF30NS RT=15.424
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HaE: BEMERE

EITE 48 ng/L BYRE FXHAFIMHEE
KoK RFTT 5 HEEHENNE, FNA
ERRENERE,
BEMNEMEIYIRTES EPA EX., FTE
PFAS b &1t 77k 0 B Sk Ay E]Ik
K9 87%-103% i8], HFIKAMBEE
KFBYERA RSD 737079 5% 1 12%. 5
FEFVERETE USEPA 3% 533 thFmRH
EPA ZXSEEM,

& 2. AR EFERE

A=t RT A=ty RFIKEUE | 77K %RSD | BRKEURE | ERK %RSD
PFBA 4.93 i 98% 3% 97% 10%
PFMPA 5.95 iy 101% 2% 92% 10%
PFPeA 7.23 i 98% 3% 94% 11%
PFMBA 7.91 i 97% 3% 94% 11%
PFEESA 8.58 i 99% 2% 96% 11%
NFDHA 9.04 iy 92% 5% 87% 1%
PFHXA 9.37 i 97% 3% 93% 11%
HFPO-DA 10.03 i 96% 5% 87% 11%
PFHpA 11.36 i 99% 2% 94% 10%
ADONA 11.67 iy 103% 2% 96% 10%
PFOA 13.10 i 97% 3% 94% 10%
PFNA 14.65 i 99% 2% 94% 10%
PFDA 15.97 i 98% 2% 94% 10%
PFUNA 17.10 i 100% 3% 96% 11%
PFDoA 18.08 i 99% 3% 96% 11%
4:2FTS 9.19 FTS 97% 2% 94% 1%
6:2FTS 13.00 FTS 99% 3% 96% 10%
8:2FTS 15.93 FTS 100% 3% 97% 11%
PFBS 7.70 TR Eh 98% 2% 94% 10%
PFPeS 9.69 TEEAEE 97% 3% 95% 1%
PFHXS 11.54 B Eh 99% 3% 96% 11%
PFHpS 13.20 [Tt 102% 2% 97% 11%
PFOS 14.69 TR Eh 97% 3% 93% 1%
9CI-PF30NS 15.49 TR 99% 2% 95% 1%
11CI-PF30UdS 17.66 TEEAEh 98% 2% 92% 12%




MEE: RARSAE =M LCMRL

B TR R ER R G BNEFE R
#F=H (LRB) Hi¥{& LRB FE DI
RE, BRTRENRAES. LRB 2
N7 B RFERE L HER TG R
WIBHYHFIRAKEFMDRF. LRB BTH
EREDMYREHRERNESE. =i
WIESR M ZEEEE S| N. £ LRB H3
REIREKFH PFAS, TIAERHTHM
BN IESE IR SRERN. & 80%
MeOH BYY 88 = HARBRER PFAS /5
Zr, RBELC/MS/MS & PFAS,
BRI IR E PR B D AT
FHITER, FERIKETTE 50%-150%
SEEN, AEHERTRER/NMRER
(LCMRL)o

& 3. [MARLE = LCMRL

LCMRL | EPA 533
ey RT A=ty 1¥88=H (ng/L) LRB #&K[E (ng/L) (ng/L) | LCMRL?
PFBA 493 i - 0.58 2.6 13
PFMPA 5.95 i - 0.01 0.087 3.8
PFPeA 7.23 iy - 0.13 1.0 3.9
PFMBA 7.91 i - 0.01 0.12 3.7
PFEESA 8.58 i - - 0.079 2.6
NFDHA 9.04 i - - 0.16 16
PFHXA 9.37 i - 0.11 0.34 5.3
HFPO-DA 10.03 iy - - 1.8 3.7
PFHpA 11.36 iy - 0.38 4.2% (1.3) 2.6
ADONA 11.67 i - - 0.069 3.4
PFOA 13.10 i - 0.27 0.68 3.4
PFNA 14.65 iy - 0.07 0.40 4.8
PFDA 15.97 i - 0.07 0.31 2.3
PFURA 17.10 i - 0.05 0.31 2.7
PFDoA 18.08 i - 0.09 0.40 22
4:2FTS 9.19 FTS - 0.04 0.17 47
6:2FTS 13.00 FTS - 0.03 0.22 14
8:2FTS 15.93 FTS - 0.03 0.18 9.1
PFBS 7.70 T TN - 0.01 0.21 35
PFPeS 9.69 TR Eh - - 0.084 6.3
PFHXS 11.54 TR - 0.02 0.13 3.7
PFHpS 13.20 TR Eh - - 0.088 5.1
PFOS 14.69 TEER L - 0.15 0.47 4.4
9CI-PF30NS 15.49 TR Eh - - 0.11 1.4
11CI-PF30UdS | 17.66 TR - 0.01 0.67 1.6

>

*

EAEF & HBEIE EPA MEFHSF EPA 5% 533 % 7 B9 LL6 = LCMRLs

£ 4 1 1.6 ng/L AT Z —HMERE] 1 N PFHpA B EE S, XEMF A it SYRIEKRERYTE
ERERITEEN. BTFREXEYIIERSEREMSYRESYHITING, HEZHXRFHN LRB ER
%, EItE PFHpA £ERMTRE AT ZIF MM SPE, 1B 2A FiR, 14383 PFHpA RBMEBRES. 1
SHETHNEEMREEERMN LCMRL



A

Cal 11 [FFRA] Cal 11 [FFMRA] Cal 11 [PFPeA] Cal 11 [PFMBA] Cal 11 [PFEESA]
%1027213.0 - 168.9 SiN=42 %102 [229.0 > 84,5 SIN=208 %102 |263.0-> 2189 SN=79 %102 [279.0 > 848 S/N=124 X102314.9 > 1349 SIN=1696
15 784 i 1.8 2a)
4] 164 164 24
354 144 &9 i 1.8
5 164
H 124 1.24 144
254 4
14 14 124
29 3 1
0.8 0.8
154 2] 0eq
o 05 ] 06 064 )
T T T T T T T T T T =) T = = o W i T T T T
4 45 5 55 5 55 6 6.5 65 7 75 8 7 7 g 85 g 85 9
Cal 11 [NFOHA] Cal 11 [PFH:xA] Cal 0 [HFPO-DA] Cal 11 [PFHpA] Cal 11 [ADONA]
x1027295.0 -> 201.0 SiN== x1027312.0 = 2629 SIN=TE 107172850 - 1688 S/N=3 x102|362.9-> 319.0 SIN=15 x1027377.0-> 250.9 S/IN=132
0.95- 7] 1 . A
084
0.85- & 184 351
084 5 1.6 2
0.75- i 1
07 44 14 25
" 124 2
065 24
& 154
064 ]
e 08
0.55- 1
054 ™ 061 054
T T T T T T T T T T T T T T T
25 ] 85 85 ] 85 10 1 15 12 1 15 12 125
Cal 11 [PFOA] Cal 11 [PFNA] Cal 11 [PFDA] Cal 11 [PFUnA] Cal 11 [PFDoA]
x1034413.0 - 363.0 SIN=54 X102 [463.0-5 4130 S/N=4 x102513.0 -5 469.0 SiN=7 %1027563.0-5 513.0 SiN=8 X102 |§13.0 -5 569.0 SIN=13
124 ] 324 1 o
121 ié 1 281 by
14 sl 224 264 I,\\, 375
034 244 264 i) 354
] 22 244 : 325
08 224
07] 24 224 3
7 5]
08 154 2 i 2754
054 16 184 1 25
04l 144 164 169 2284
124 144 14
034 ] 124 21
o i : 1.2 1,75
01- 084 ’
T T T T T T T T T T T T T T T T ) T T
125 13 135 14 14 145 15 155 185 18 165 185 17 175 12 175 12 125
B
Cal 11 4:2FTS] Cal 11[6:2FTS] Cal 11 [8:2FTS]
x1027327.0-> 306.9 SIN=939 %1027427.0-> 406.8 SIN=961 «101 |527.0-> 506.8 S/N-499
134 1
154
8-
Ll 14
114 134 754
1] 124 -
1.1 |
LER 1 6.54
0&q 084
074 084 5
074 554
064 064
054 05 5
T T T T T T T " =R T YT
85 9 95 10 125 13 135 155 16 165
Cc
Cal 11[PFBS] Cal 11 [PFPeS] Cal 11 [PFHxS] Cal 11 [PFHpS] Cal 11[PFOS]
%1029298.3-> 80.0 SN=190 %107 [2489-789 SN=1632 %1074°292.9-> 80.0 SN=17 1444895757 SIN=523 %102J498.8 -5 80.0 SIN=23
] 114
119 8.5 8 7 1.084
- 74 1
1 84 754 e 095
754 - g 0.5
08 G 7 6.5 0854
0ad / 65 625 D_g_
6.5 61 0.75+
074 64 575 0.7+
&1 554 0.65+
0] 554 5.5+ ] 06
Aj\ 525 02
054 54 5 A L 5 05
T T T T T T T T T T T T B R T R T T T T T T
7 75 g 25 ] 95 10 05 1 15 12 125 3 135 14 14 145 15 185
Cal 11 [3CI-PF30NS) Cal 11 [11CH-PF0UdS]
%1027530.8-> 2508 SIN=T7 «102 [630.9 > 450.9 SIN=65
284
26 1.8
244 ]
5] 16
24 1.4+
184
164 1.2+
144 14
124
1 0.8
084
el 05
T T T T T T
15 155 16 17 175 18 185

B 2. A. BF1C 9IS R T HRMERAEREN 0.003 ng/mL (HFPO-DA 3 0.05ng/mL) BIES. FTS FIREEAEhAIEIE



BRaE

W= BF@AENAT (ISTDs). F{LER
LAY (IDAs) KB EY), AL
EHFRENGELE, BIMUERTT
B, ALUETR LC/MS/MS R4t
RIKF, Blank++ #HIFEARE ZEENAYAT
=B, HPEE ISTD M DA,

3 REVEIEERAHERLEG, &K
LC/MS/MS RAHAE PFAS,

4

W=H (REESR) — 80% MeOH

1.34m

[PV

” .)II‘ Aot
] 4o e o bt N M i

5 6 7 8 9 10 11 12 13 14 15 16 17 18

Blank ++ (& ISTD FIEMIREREEIEY 80% MeOH) — SREEEX

: e ‘ ‘
- | bl
0.1 ,,_L_w - - A ,\w-w«‘—l\- R gy o o
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% 103

LRB — £ EBPSEHNLR =R =AM
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%L

EPA AR R IEE. RIE®IESR
HRRER G EEERE. KHRE
FBBY Agilent ZORBAX Eclipse Plus C18 &
EFANELNEIRETELDE, BT
BUEYMZBENERENEIESR L,
EEMNEMEIYRS EPA EX, FTE
PFAS b &¥7EIR 77K 0 B ok Ay E] U
K9 87%-103% 28], HFIKAMEE
KAAMERA RSD 73519 5% F1 12%. PRE
LCMRL fE#METF EPA 533 151 HA9 EPA
&, PFHpA [R9N, EIMIER LCMRL BS
=, XZ2ERENES SPE /NMER 4 MR
Mz —HhEEREE. A, KNEREL
RIENUBREERS T %A EPARNR
BE, Ei%7EH 25 MEY T, BE
B 22 #H LCMRL < 1 ng/mLo EPA 757%
BIERAE LCMRL 9 1.8 ng/Le XM TEE
WHRERIE EPA /7% 533 RKRWE
WiF, B¥REAERFEPRENESE,
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