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Target ISTD
PFBS 3C3-PFBS
PFHXxS 13C3-PFHxS
PFHpPS 3Ce-PFOS
PFOA 13Cg-FOSA
PFDS da-N-MeFOSA
FOSA ds-N-EtFOSA
N-MeFQSA ds-N-MeFOSAA
N-EtFOSA ds-N-EtFOSAA
N-MeFOSAA 13C,-6:2FTSA
N-EtFOSAA 3C,-8:2FTSA
6:2FTSA 3C4-PFBA
8:2FTSA 3Cs-PFPeA
9CI-PF30ONS 13Cs-PFHXA
PFBA 3C4-PFHpPA
PFPeA 3Cs-PFOA
PFHXA 3Co-PENA
PFHpPA 13Cs-PFDA
PFOA 3C-PFUNA
PENA 3C,-PFDOA
PFDA '3C,-PFTeDA
PFUNA 3Co-PFHXDA
PFDoA 13C-8:2 FTUCA
PFTDA 13C,-8:2 diPAP
PFTeDA 13C3-HFPO-DA
PFHXDA
PFOCDA
82 FTUCA
8:2 diPAP
HFPO-DA
DONA
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[ Water sample 100 mL ]
1

Add 100 pL isotopically labeled surrogate
| standard solution, 10 ng/mL

[ Add 500 pL acetic acid ]
I Conditioning
+4mL0.1%

<« Ammonia/methanol
+4 mL Methanol
+ 4 mL Ultrapure water

+ 4 mL Ultrapure water
@4_+ 4 mL Acetate buffer solution (0.025 mol/L, pH 4)

[ Centrlfuge for 2 min at 3,000 rom ]

(Anion exchange
SHIMSEN™ Styra WAX, 150mg,
6L (SGLC, P/N: 380-00852-06)

[1“ Elution <«— 4 mL Methanol

Fraction 1: Neutral substances ]
|

4mL0.1%

2nd Elution '
Fraction 2: Anionic substances Ammonia/methanol

Concentrate | =N, purge at40°C (1 mL or less)

Reconstitute | €= To 1 mL with methanol
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[HPLC conditions] Nexera™ X3 [MS conditions] LCMS 8060RX

Analytical Column : Shim-pack Scepter™ C18-120 lonization : ESI(Negative mode)
(100 mm X 2.1 mm 1.D., 1.9 ym, P/N: 227-31012-05) Interface Temp. 1 250°C

Guard Column” . Shim-pack Scepter C18-120 Interface Voltage  : -1.0kV
(5 mm X 2.1 mm D, 1.9 um, P/N: 227-31120-01) Focus Voltage : -20kV

Delay Column . Delay column for PFAS ESI Probe Position : +3 mm
(GL Science, P/N: 5020-90005) Nebulizing Gas : 3L/min

Mobile Phases : A) 2 mmol/L Ammonium Acetate in H,O Drying Gas ¢ 5L/min
B)  Methanol Heating Gas : 15L/min

Gradient Program  : B conc. 5 %(0 min) = 50 %(2 min) — 100 %(19.0-23.0 min) DL Temp. 1 200°C
— 59%(23.01-28.0 min) Heat Block Temp. : 300 °C

Flow Rate - 0.3 mL/min(0-19.0 min) — 0.6 mL/min(19.01-23.00 min)
— 0.3 mL/min(23.01-28.00 min)

Column Temp. 1 40°C

Injection Volume  : 5pulL

*1 Shim-pack™ EXP Guard Column Holder, P/N: 227-32041-01% {£/8
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E&? SRR CER LI PFDA 0.01-10 0.99988 125
PFUNDA 0.01-10 0.99987 39
PFDoDA 0.01-10 0.99977 9.5
PFTiDA 0.01-10 0.99978 3.5
PFTeDA 0.01-10 0.99960 6.9
PFHxDA 0.01-10 0.99916 7.2
PFOCDA 0.01-10 0.99967 49
8:2FTUCA 0.01-10 0.99960 83
8:2diPAP 0.01-10 0.99962 17
HFPO-DA 0.01-10 0.99956 2.6
DONA 0.01-10 0.99989 54
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Concentration .
(ng/L in wastewater) Recovery Rate™ (%)
Compound
Blank Low High Low High

PEBS 0.78 1.68 10.36 90 96
PEHXS 0.38] 1.32 9.95 95 96
PFHpPS - 1.00 9.84 100 98
PFOS 1.65 249 11.58 85 99
PEDS - 0.80 8.49 80 85
FOSA 0.12 1.12 11.15 100 110
NMeFOSA - 0.96 10.30 96 103
NEtFOSA - 0.92 10.97 92 110
NMeFOSAA 0.03 0.91 10.65 88 106
NEtFOSAA 0.18 1.06 10.23 88 100
6:2FTSA 3.70 4.30 15.02 59 113
8:2FTSA - 0.84 11.19 84 112
9CI-PF30ONS - 0.92 9.29 92 93
PFBA 16.02 17.29 24.17, 127 81
PFPeA 7.97 943 19.06 147 111
PEHXA 12.77 13.39 23.08 62 103
PFHPA 6.49 7.19 16.46 69 100
PEFOA 9.99 11.50 20.15 151 102
PENA 9.17 10.86 20.74] 170 116
PEDA 5.86 6.63 15.75 77 99
PFUNA 338 4.20 12.56 82 92
PFDoA 1.68 2.69 12.08 101 104
PETYDA 0.50 1.33 8.96) 83 85
PFTeDA 0.29 1.23 10.59 93 103
PEHXDA 0.09 0.96) 10.23 100 101
PFOCDA 0.02 0.84 9.96) 82 99
8:2 FTUCA 0.03 0.96 10.04 93 100
8:2 diPAP - 0.83 9.81 95 98
HFPO-DA 0.75 1.64 11.44] 90 107,
DONA - 0.87] 9.82 87 98

Concentration *
Compound (ng/L in ultrapure water) Recovery Rate * (%)
Blank Low High Low High

PEBS 0.03 0.97 10.01 97 100
PEHXS - 1.09 9.58 109 96
PEHpPS - 0.96 9.83 96 98
PFOS - 0.99 9.60 99 96
PEDS - 0.94] 9.44 94 94
FOSA 0.01 0.96 10.57, 96 106
NMeFOSA - 0.93 10.07, 93 101
NEtFOSA - 1.00 10.37 100 104
NMeFOSAA - 0.88 10.17 88 102
NEtFOSAA - 0.94] 10.48 94 105
6:2FTSA - 091 11.23 91 112
8:2FTSA - 0.80 11.63 80 116
9CI-PF30ONS - 0.90 9.50 90 95
PEBA 0.18 1.06 9.90 106 99
PFPeA 0.17 1.12 10.66 112 107,
PEHxA 0.15 1.17 9.86 117 99
PFHpPA 0.17 1.02 9.37 102 94
PFOA 0.19 1.11 9.78 111 98
PENA 0.17 1.19 9.90 119 99
PEDA 0.14] 1.05 9.82 105 98
PFUNA 0.09 0.90 9.29 90 93
PFDoA 0.09 1.05 10.13 105 101
PFTrDA 0.07 1.02 10.42 102 104
PFTeDA 0.04] 0.97 10.17 97 102
PFHXDA 0.03 1.00 10.22 100 102
PFOCDA - 0.89 9.85 89 99
8:2 FTUCA - 0.99 9.95 99 100
8:2 diPAP - 0.93 9.96 93 100
HFPO-DA - 0.99 10.30 99 103
DONA 0.95 9.29 95 93
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ISO 21675ICEDE, LCMS-8060RX 7% FBULNT THBHEKFHD
DPFASHIFZITLE LTz,

AN DOBERDL 5. 30DPFASICDOVWT RIFEE—Y
FoRTHY . EETRE (BREE 001 ng/mLE 73005
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K= L\f’:;‘%%hD@W?ﬁ%ﬁ@%t%b\ 5. BRKFIEE 1
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HENTALENICOVWTRT SV OB ERITE LIeh.
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<EENE>

1) 1SO 216752019, Water quality — Determination of
perfluoroalkyl and polyfluoroalkyl substances (PFAS) in
water — Method using solid phase extraction and liquid
chromatography-tandem mass spectrometry (LC-MS/MS)

LCMS. Nexera. SHIMSEN. Shim-pack Scepter. &&UShim-packid. MRS EREEFAE 2IEZ DRBERARMDBAS KUZDMDEICH S HEE T,
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