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- Weigh 2 grams of tissue sample into Q-Cup
+ 0.05 M KOH in methanol, 10mL, 65 °C, 3 min

Cycle 1

Cycle 2 - Acetonitrile, 10mL, 65 °C, 3 min

- IPA, 10 mL
+ 0.05 M KOH in methanol, 10 mL, 65 °C, 0.5 min

+ 0.05 M KOH in methanol, 10 mL
TEEFIRE

+ Insertion of silanized glass wool to the WAX SPE cartridge
ColeTelTs - 15 mL 1% methanolicammonium hydroxide
+ 5mL 0.3 M formic acid

Sample

5 mL/min

Loading

+ 5 mL Water (twice)
+ 5mL 1:1 0.1M formic acid/methanol

- 5mL 1% methanolicammonium hydroxide

+ 25 ulL Acetic Acid
- Handshake
« Transfer to LC vial
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System Nexera X3

Shim-pack ScepterC18-120,
2.1 X 100 mm, 3 um™!

Delay Column

Shimadzu Scepter C18-120,

Analytical Column 2.1 X 50 mm, 19 pm2

Flow rate 0.3 mL/min
Mobile phase A 2mM Ammonium Acetate in Water
Mobile phase B Acetonitrile

Injection volume 5 ul standard injection

Oven temperature | 35°C

Measurementtime |10 min

*1 P/N:227-31014-05 *2P/N:227-31012-03

® 3 MS&tF

System LCMS-8065XE
Nebulizing gas 1.1 L/min
Heating gas 15.0L/min
Drying gas 5.0 L/min
Interface 295 °C
Temperature
DL Temperature 200 °C
?eat Block 250 °C

emperature
Interface voltage -0.5 kV
Focus voltage 0 kv

TCDCA (RT: 3.0 min)

| TUDCA(RT: 3.5 min) PFOS (RT: 4.7 min)
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# Name Calibration Range Equ';fL?SZLIéLOQ EPALLOQconc. | RFRSE Linee;rity % Accuracy

[ng/L] Ing/g] [ng/L] (curve) (R range

1 PFBA 10-10000 0.025 800 4 0.998 95-105
2 PFMPA 5-5000 0.0125 400 7 0.995 92-113
3 3:3 FTCA 62.4-62400 0.156 998 7 0.995 90-113
4 PFPeA 5-5000 0.0125 400 4 0.998 95-106
5 PFMBA 5-5000 0.0125 400 6 0.996 92-110
6 42 FTS 10-10000 0.025 800 7 0.995 88-106
7 NFDHA 5-5000 0.0125 400 7 0.995 89-111
8 PFHXA 2.5-2500 0.00625 200 6 0.996 94-114
9 PFBS 2.5-2500 0.00625 200 6 0.997 92-110
10 HFPO-DA 10-10000 0.025 800 4 0.998 93-106
11 5:3 FTCA 2.5-2500 0.00625 4992 5 0.997 92-106
12 PFEESA 5-5000 0.0125 400 3 0.999 95-104
13 PFHpPA 2.5-2500 0.00625 200 5 0.997 92-109
14 PFPeS 2.5-2500 0.00625 200 6 0.996 92-108
15 ADONA 10-10000 0.025 800 5 0.998 91-105
16 6:2 FTS 2.5-2500 0.00625 800 7 0.995 94-111
17 PFOA 2.5-2500 0.00625 200 6 0.996 95-113
18 PFHXS 2.5-2500 0.00625 200 6 0.996 87-107
19 7:3 FTCA 25-25000 0.0625 4992 5 0.997 94-106
20 PFNA 2.5-2500 0.00625 200 6 0.996 94-109
2] PFHpS 2.5-2500 0.00625 200 7 0.995 92-111
20 8:2 FTS 2.5-2500 0.00625 800 17 0.995 85-116
23| NMeFOSAA 6.3-2500 0.01575 200 7 0.995 89-108
24 PFDA 2.5-2500 0.00625 200 6 0.996 92-109
25 | NEtFOSAA 6.3-2500 0.01575 200 7 0.995 90-109
26 PFOS 6.3-2500 001575 200 6 0.997 94-110
27 PFUNA 2.5-2500 0.00625 200 4 0.998 94-105
28 | 9CI-PF30NS 10-10000 0.025 800 6 0.997 91-109
29 PFNS 2.5-2500 0.00625 200 7 0.995 90-110
30 PFDOA 2.5-2500 0.00625 200 5 0.997 94-109
3 PFOSA 2.5-2500 0.00625 200 5 0.997 95-111
32 PFDS 2.5-2500 0.00625 200 7 0.995 92-112
33 PFTrDA 2.5-2500 0.00625 200 5 0.997 90-106
34 | 11CI-PF30UdS 10-10000 0.025 800 4 0.998 94-106
35 PFTeDA 2.5-2500 0.00625 200 6 0.996 93-111
36 PFDOS 6.3-2500 0.01575 200 9 0.997 84-116
37| NMeFOSE 25-25000 0.0625 2000 6 0.996 93-113
38 [ NMeFOSA 2.5-2500 0.00625 200 5 0.997 92-111
39 NEtFOSE 25-25000 0.0625 2000 3 0.999 95-110
40 NEtFOSA 6.3-2500 0.01575 200 5 0.997 96-106
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1) Method 1633A, Analysis of Per- and Polyfluoroalkyl
Substances (PFAS) in Aqueous, Solid, Biosolids, and Tissue
Samples by LC-MS/MS
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