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[HPLC conditions] Nexera X3

Column . Shim-pack Scepter C18-120
(100 mm x 2.1 mm 1.D., 3 um)

. Shim-pack Scepter C18-120
(50 mm x 2.1 mm I.D., 3 um)

: 2 mmol/L Ammonium Acetate in
Acetonitrile/Water (5:95, v/v)

*
1

Delay column
*2

Mobile phase A

Mobile phase B : Acetonitrile

Flow rate : 0.3 mL/min (0.6 mL/min only between 10.01-12
min)

Gradient program : B conc. 20% (0 min) — 100% (10-12 min) — 20%
(12.01-15 min)
The flow was introduced into the mass
spectrometer between 1 to 9.6 min using a flow
switching valve.

Column temp. . 40°C

[MS conditions] LCMS-8060RX
lonization . ESI, Negative mode

Nebulizinggas ~ : 2 L/min

Heating gas : 10 L/min
Drying gas 210 L/min
DL temp. 1 200°C

Interface temp.  : 250°C
Heat block temp. : 400°C
Probe position S +2mm

*1 P/N:227-31014-05
*2 P/N:227-31014-03




2 g of Fish

4oL of Internal standard

SPE cartridge

Flash-SPE (WAXs, AiSTI SCIENCE)

- 2 mL of Acetonitrile

Conditioning

=1:90:10 (v/v/v)

Shake for 1 minute by hand
— 1/5 packet of Q-sep QUEChERS Extraction Salt
Shake for 1 minute by hand

<% Centrifugation at 3,500 rpm for 5 minutes

100 pL of Formic acid/Methanol/Water = 1:400:600 (v/v/v)

200 pL of Extract solution

LC-MS analysis

While mixing the eluate with

l/ Diluting with water to 5 times

Extract solution

Inject the entire volume

250 L of 28% Ammonia solution/Methanol/Ultrapure water

250 pL of Formic acid/Water = 1:1000 (v/v)

v 60 L of 28% Ammonia solution/Methanol/Water = 1:90:10 (v/v/v)
Acetonitrile layer

120 uL of formic acid/ultrapure water = 1:1000 (v/v)
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Compound 1) Compound ISTD

PFBA 13C,-PFBA 9CI-PF30NS 13Cs-PFOS
PFPeA 13Cs-PFPeA 11CI-PF30UdS  "*C3-HFPO-DA
PFHXA 13Cs-PFHXA HFPO-DA 13C3-HFPO-DA
PFHpA 13C4-PFHPA DONA 13C3-HFPO-DA
PFOA 13Cg-PFOA 42 FTS 3C-4:2 FTS
PFNA 13Co-PFNA 6:2 FTS B3C-6:2 FTS
PFDA 13C4-PFDA 8:2 FTS 13C,-8:2 FTS
PFUNA 13C;-PFUNA 10:2 FTS 3C,-PFDOA
PFDOA 13C,-PFDOA NMeFOSA D3-NMeFOSA
PFTIDA 13Cg-PFOSA NEtFOSA D5-NEtFOSA
PFTeDA 13C,-PFTeDA NMeFOSAA D3-NMeFOSAA
PFBS 3C5-PFBS NEtFOSAA D5-NEtFOSAA
PFPeS 13C4-PFHPA NMeFOSE 'D7-NMeFOSE
PFHXxS 13C3-PFHXS NEtFOSE D9-NEtFOSE
PFHpS 13C6-PFDA 3:3 FTCA 3Cs-PFPeA
PFOS 3Ce-PFOS 5:3 FTCA 13C3-PFBS
PFNS 13C-PFUNA 7:3 FTCA 13Cs-PFHxXA
PFDS 13C,-PFDoA PFEESA 13Cs-PFHXA
PFUNDS 13Cg-PFOSA PEMPA 13Cs-PFPeA
PFDOS 13C,-PFTeDA PEMBA 3Cs-PFPeA
PFTDS 13C,-PFTeDA NFDHA 13Cs-PFHxA
PFOSA 13Ce-PFOSA

Compound LOQ (ug/kg)  Recovery (%) Repeatability (%)
PFOS =0.1 80-120 =20
PFOA =0.1 80-120 =20
PFNA =0.1 80-120 =20
PFHxS =0.1 80-120 =20
Other PFAS =1.0 65-135 =25
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1) AOAC SMPR®2023.003

2) Analysis of Per- and Polyfluoroalkyl Substances (PFAS) in Aqueous,
Solid, Biosolids, and Tissue Samples by LC-MS/MS, EPA, 1633A
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https://www.aoac.org/wp-content/uploads/2023/11/SMPR-2023_003-1.pdf
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