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Analyses of Per-and Polyfluoroalkyl Substances in water using ion exchange solid-phase

extraction and LC-MS/MS with an Activated Carbon Delay Column.

O BRE®BKE SBEELR. BRI, BF B.
AH —1T. MHET., S
=TIV LTy RAKKXEH



€ bl Sciences

RRAD

1. PFASIZCDOWT

2. Delay$1 7 L5t

3. PREERAF UOIBERME SN T L%
FH UV 7-PFASRIALE

4. &




€ bl Sciences

PFAS(IZDUNTC




€& bl Sciences

PFAS (Per and Polyfluoroalkyl Substances) & I&
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PRCAs WEBEE (Boy—b)

B % Ql/Q3 DP EP CE  CXP PR % Ql/Q3 DP EP CE  CXp
C4 Perfluorobutanoic acid PFBA 213/169 -45 -10 -14 -9 13¢,-PFBA 217/172  -30 -10 -14 -31
C5 Perfluoropentanoic acid PFPeA 263/219 -50 -10 -11 -9 13C.-PFPeA 268/223 -25 -10 -12 -11
C6 Perfluorohexanoic acid PFHXA  313/269 -50 -10 -15 -9 BCs-PFHXA  318/273 30 -10 -14  -47
C7 Perfluoroheptanoic acid PFHpA 363/319 -55 -10 -14 -9 13¢,-PFHpA  367/322 -30 -10 -14 -19
C8 Perfluorooctanoic acid PFOA 413/369 -45  -10 -14 -9 3Cg-PFOA  421/376 -30 -10 -14 -9
C9 Perfluorononanoic acid PFNA 463/419 -65 -10 -16 -9 B3Cy-PFNA 472/427 -30 -10 -14 -11
C10 Perfluorodecanoic acid PFDA 513/469 -65 -10 -14 -9 BC°-PFDA  519/474 .40 -10 -16  -13
C11 Perfluoroundecanoic acid PFURDA 563/519 -65 -10 -16 -9 3C,-PFUnDA 570/525 -60 -10 -16 -7
C12 Perfluorododecanoic acid PFDoDA 613/569 -40 -10 -17 -9 3C,-PFDoDA 615/570 -40 -10 -18  -15
C13 Perfluorotridecanoic acid PFTrDA  663/619 -50 -10 -19 -9 13C,-PFTeDA  715/670  -45 -10 -18 -17
C14 Perfluorotetradecanoic acid PFTeDA  713/669 -50 -10 -15 -9 3C5-PFBS 302/80  -75 -10 -70 -13
C16 Perfluorohexadecanoic acid PFHxDA 813/769 -65 -10 -17 -9 13C3-PFHXS 402/80  -75 -10 -84 -13
C18 Perfluorooctadecanoic acid PFOcDA 913/869 -65 -10 -17 -12 3Ce-PFOS 507/80 -110 -10 -90 -13

TV b IRT MY - XERAEERRMPFAC-C-ES % fE

PFASs

DS Q1/Q3  DP EP CE  CXP
C4 Perfluorobutanesulfonic acid PFBS 299/80  -80 -10 -62 -3

C5 Perfluoropentanesulfonic acid PFPeS 349/80 -100 -10 -70 -13
C6 Perfluorohexanesulfonic acid PFHxS 399/80 -80 -10 -80 -3
C7 Perfluoroheptanesulfonic acid PFHpS 449/80 -100 -10 -104 -15

C8 Perfluorooctanesulfonic acid PFOS 499/80 -90 -10 -95 -3
C9 Perfluoronanonesulfonic acid PFENS 549/80 -105 -10 -116 -13
C10 Perfluorodecanesulfonic acid PFDS 599/80 -80 -10 -80 -3

C12 Perfluorododecanesulfonic acid PFDoDS 699/80 -115 -10 -126 -13

7Yy by IRT MY - XEESZERR PFAC-MXC% (£ 5
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HPLC Condition MS/MS Condition
System Nexera X2 (Shimadzu) System 4000 QTRAP (SCIEX)
Column InertSustain C18 HP (GL Sciences Inc.) Mode ESI, Negative, MRM

3um 2.1 X150 mm I.D. _
Delay column for PFAS (GL Sciences Inc.) CUR CAD IS TEM GS1 GS2 ihe

3.0X30 mm I.D. 20 12 -3700 400 30 30 on

Elution A) 10 mM CH;COONH, in H,0
B) Acetonitrile

Time A% B%

Gradient 0.0 80 20
2.0 80 20

15.0 0 100

17.0 0 100

17.1 80 20

23.0 80 20

Flow rate 0.3 mL/min
Col. Temp. 40°C

InjectionVol. 2 puL
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No. [{tB#¥4 | No. |1t &% | No. | 1L &%

14 1 PFBA 8 PFHxS 15 | PFDoDA

2 PFPeA 9 PFNA 16 PFDS

3 PFHxA 10 PFHpS 17 | PFTrDA

o 4 PFBS 11 PFDA 18 | PFTeDA

7 5 PFHpA 12 PFOS 19 | PFDoDS

10 19 6 | PFPeS | 13 | PFUNDA | 20 | PFHxDA

9 12 7 | PFOA |14 | PFNS |21 | PFOcDA
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STHh T L
Delay7 7 L (InertSustain C18 HP) £/
(3 um 150 x 2.1 mm I.D.)
e
L i 19.8 MPa
| = — & L |
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i 19.8 MPa
Delay Column for PFAS — o —s
— 9% Delay h 5 Ls .
(0DS) il 23 MPa
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[ :7?‘493:77°] Ak 500 mL

0.1% NH; in MeOH 4 mL 100 pg/L /B & REBZELER 50 uL
MeOH 4 mL 5 mL/min
H,0 4 mL InertSep mini MA-2
(280 mg) RIEQTRIER 513 012
. B D77 0 Y X DY
H,0 5 mL N
H}E 7J‘< ﬂub\kﬁ%/g\éﬂéo
ﬁﬁ%iﬂ;ﬁ%{’ﬁﬂ%ﬂﬁ N, + %&5] 10 min BEDNTEREDERED
sy A EATWS Z DAL B
EE] SR ES | & N
0.1% NH;in MeOH 5 mL %ﬁ'f%/_ﬁ‘_—e%—FH%} 73: é_’_'f'lIE%I
I D e \ ;
. RA IR LA kAR
N,BRED(1F+ 0.5 mLUTF L7
R —°
MeOH 0.5 mL
LC/MS/MS

Ny 777y aBH
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DRIBEERA F U RXBEEEMBH I LICKSERBE7O0—

ARk
[ avTa4va=vy ] 30 mL
0.1% NH, in MeOH 2 mL 10 pg/L B & mEpEsR 50 pL
MeOH 2 mL 5 mL/min

H,O0 2 mL InertSep MA-2

150 mg /3 mL
iR -

H,0 1 mL
CIpUB LSS B Ak
#1835 R E = IE

o

0.1% NH,in MeOH 1 mL
T A
0.1% NHzin MeOH 1 mL

LC/MS/MS
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N e 10 ng/L(n=5)
P IRFRE EINE(%) | BEERIE(%)
PFBA c4 96 3
PFPeA C5 97 8
PFHxXA C6 96 9
PFHpA Cc7 106 9
PFOA cs 93 18
PFNA o 98 13
PFCAS PFDA C10 83 18
PFUNDA 11 63 20
PFDODA C12 40 14
PFTrDA C13 39 11
PFTeDA C14 44 3
PFHXDA C16 65 13
PFOCDA C18 80 10
PFBS ca 104 15
PFPeS cs5 98 12
PFHXS 6 98 17
PFHpS c7 90 18
PFASS PFOS 8 90 18
PFNS c9 69 24
PFDS C10 52 24
PFDODS c12 39 16
18
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. . Fil S\
[ AT 4va=>ry ] 30 mL
0.1% NH, in MeOH 2 mL 10 pg/L BREMEEER 50 L
MeOH 2 mL 5 mL/min
H,O 2 mL InertSep MA-2
150 mg /3 mL
Vi =
(H,0 2 mL) or (H,02mL — MeOH 2mL)
B K
ARIRROBEFENH S & -
ZZ. mERIBICBVLWT, & oW
e U — N =D LARE 0.1% NH,in MeOH 1 mL
F2z2TW, EIRKRICEDLD = o=
W ENH DD 2R LT, 0.1% NH,in MeOH 1 mL
LC/MS/MS
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e
O P s et e
H (%) (%)
PFBA c4 77 96 oo
PFPeA cs 86 90 .
PFHXA C6 86 90
PFHpA C7 85 101 c0%
PFOA C8 84 95
PFNA c9 90 105 40%
PFCAs | PFDA C10 85 85
PFUNDA c11 70 89 20%
PFDoDA C12 69 93 N
e T = 5
PFHxDA | C16 62 i BEAENAS WA X 2/ — LA
PFOCDA c18 72 97
PFBS c4 75 88
PFPeS C5 71 79
PFHXS ce 72 82 FEEKDEVVAATHRIZE ST
oFAss |PFHPS C7 75 82 YO BB+ AR —ILIZ L BABED
PFOS C8 69 87 . A .
— o = 23 FAEITO 2 & T, §RTDPFASTT0%IL
PFDS C10 71 93 FDREINEIFE SN,
PFDoDS C12 55 93
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R RERLFE G TRER ] (s
SEEE | BIRME | FHME | BIR%
(%) (%) (%) (%) :
PFBA 94 9 101 8 P10
PFPeA 102 5 107 6
PFHXA 100 5 112 5 80
PFHpA 100 5 101 3 ............. boomuonhnaguoumosfuonfacshs oo khoadoashns MmMrr Y ‘' °y o ens
PFOA 97 11 103 10 &
PFNA 93 10 103 12
PFCAs | PFDA 9% 5 104 5 .
PFUNDA 99 3 105 11
PFDODA 101 5 111 6
PFTrDA 88 10 97 6 20
PFTeDA 90 5 105 13
PFHxXDA 94 3 109 10 il 111 , |
PFOCDA 9% 6 111 12 2 fE8z2538¢823¢82¢8¢8¢2¢8¢
PFBS 94 10 106 8 TEaEttteELEgr oeed ?
PFPeS 93 8 105 8 HO4— NEESEL HO4— NEEHY
PFHXS 96 8 100 6
PFHpS 89 9 93 8
PFASS ™ pF0s 98 10 106 16 \
PENS 89 7 96 12 Zl}ﬁ/\ﬁ_’\“’C@PFAS’C*‘SONlZO%@ EIHY
PFDS 88 6 95 9 RAHE S N T -,
PFDoDS 89 6 96 4
(10 ng/L n=5)
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