) SHIMADZU

Excellence in Science

AR ER IS H

EREEI O TS TEESRE

Z 54 VERMAEEREE M) 7IVEER
BE50hetZ ALK OPFASHHh

A—H—ARxT1v b

& SR ENLALBFES KULCMS/MSDITA Y v R ZERBWS T EC. ACACLEPARNRZ =7y & 2L a7z i
L 72437 &8EDPFASIC DULNT0.004 pg/kg. PFOAEPFOSICDULNTIX0.0004 ug/kgh SHEE L K EERTEET Y,
& I 2T VERMHEEZERS & CRIMEDKRIBGE L & RfEiERE D RITAIRE T Y,

B CoIT

N7 A a7 IVFIMEEMB KORY 70407 )L+
JLEEH (Per- and Polyfluoroalkyl Substances, PFAS) (.
4000 EDBEW T v RILBHDRINT T, RENT(LED
ELTENIWZIvALOA T B A VR VB (PFOS) 2RIV
VA OF 0 2B (PFOA) BEIFENE T, TNSDILEY
ISBNTRKEDE R, TWEVE. IWREEZRFB. %
MICIEBICERETT, TNSDEF-HLSHARIPERTIE
M. EMEEN O —T 0 VARG ERIEVERICERTINT
WEJ, PFASIFHEEMICIERICEE CHAIHBERFATH
BENICC L, BEBRICBIT2REBEN DY £,

PFASICTEREINTaKAIMHE T N T UL\ Tk, PFASE
BHKEKPEIRKEBIRT 5 EICKBBRHEENER
TNTVET, SEICEVWTHRAINBITINTVETH
2024 F 4 B ICEPAILZPFOA &L PFOSICRE L THAR—E WL
Maximum Contaminant Levels (MCLs) #%#& L% L1z,

KFETlE. TOEPAOMCLs LNV DOEEEZEHNE LT,
HOEK & BRIKRICEENDPFASEERR (SPE)A— K1 v
DAVT4aZry, SBaR. BH. LCEAZBEML
Lied >4 VERHHEE THREMEL. LC-MS/MSTSH
HLmELBNLET, AOAC SMPR 2023.003DH0 % —4
b & 230 BN EEPA method 16339082 —4"y L &F 5
401t & E AR L 43T BEDPFASIC DWW CEERTTVE L
feo VT4 VERMHEBZ BN BRAEER L.
ANNEUGBRICE N THHEMEARIEL T LTz, SPEICK S5
BZHFDPLC-MS/MSOTER G Z @b T AT Elck ). I
TOEMTREFEEINEZSE Lz, £le. FEEICH
HARELIEEDOFRE. BRWBICERYT 2R EEL KR
ICHERT AT &EDAREE T T LT,

m 7 LR
BEMBES KUORNEZEYE (STD) (&, Wellington
Laboratoriesh* SE&A L7c L-PFUdS. L-PFTrDS. L-PFDoS.

10:22 FISERER T BHPFAC-MXG,. PFAC-MXI. PFAC-MXJ,

PFAC30PARS KUMPFAC-HIF-ESEFERLE LTz, Y )b
ITIE S RO SER L feKEK & MR DEEI K ZEERBLE L
feo EBDOARAZERICRLE T, T FILDK 600
ULICIZEE S K VISTDE ST A 2/ —IVBREINA T
JVRRICARMNC2ERRL, ARRKRE LE LT

BEEMEmEICIET VT A VSPELCA Y2 —T T4 X
SPL-W100 (VA AT 4 ATV A% Z#AHWVE Lfc, 70—
HERRAITRLET, 287 EZT7 K/ AR/ —)U/EBREK
(1:90:10, v/v/v) 250 uL & EBE/BHEK (1:1000, v/v) 250 uLc
F o4 VSPE-LCEREMRA— M w2 TFlash-SPE] &0
VT aZvr% FELKR 1000 L EEEmLE L, F
B/ A 2./ —)b/7K (1:400:600, v/v/v) 100 UL CHEFE. 28% 77
VEZTIKIAR S —IU/K (1:90:10, vAVAV) 60 UL TR L E
Lfc, SAHRIEEEE/HBIIK (1:1000, v/v) 120 UL CER LA
oL TA L. LCMS/MSHITLE LTz,

L Bl

SfriE ) 7 IVUERE S5 EHLCMS™-8060RX & B E
AT O k75 TNexera™ X3 UHPLCS A 7 L& HE I
BB TTVWE LIz, £l A4 ITXBH GO EE—
ITARNME 5N B Shim-pack Scepter™ &R LE Lz, 9
WEGERIGRLET, BAELHIARBELGLEDDIT X
T LERDPFASEAZINZ BTcéd. 714 LA HZ L%EER
LF Lfze DM CIESUSELE (300 mm x 0.3 mm 1.D., P/N:
228-69955-41) ZEFARWC ZFH & A — MU TSOMICT «
LAATLERELE Lfce T4 LA AZLICKY BENIE
FISRDPFASOIA B RAAE 15 B Teéb. /A 77 JUERDPFAS
EDBT BT EDNTE. YU TIVRDPFASEE % FHEICE
HITBENTEET, Fle /A TIVIFPFASHEE TN
TWT &SR LTEPPINA 77V (BRY—I)b>— P/N:
GLC-IVS-100) ZEA L% Lz, RATRIHEHEDLETES
Nre— 7V mREDHEETVE LT

K1 LCMS/MSOMELE
[HPLC conditions] Nexera X3

Column : Shim-pack Scepter C18-120
(100 mm x 2.1 mm 1.0, 3 pm)"!

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

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

Delay column
(o)

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

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

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

Sample 600 pL

l/ Methanol solution containing the surrogate 600 L

Prepared sample solution
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SPE cartridge | g, op (wxs, AiSTI SCIENCE) Cowmgomsl L5 Compound o
(3mg) PFBA C4-PFBA 9CI-PF30NS Cg-PFOS
PFPeA 13Cs-PFPeA 11CI-PF30UdS  "3C3-HFPO-DA
250 L of 28% Ammonia solution/Methanol/ PFHXA 13C5-PFHXA HFPO-DA 3C3-HFPO-DA
Conditioning | Ultrapure water = 1:90:10 (v/v/v) PFHpA 13C4-PFHpA DONA 3C3-HFPO-DA
250 L of Formic acid/Water = 1:1000 (v/v) PFOA 3Cg-PFOA 4 FTS 3C,-4:2 FTS
) PFNA Co-PFNA 6:2 FTS 3C,-6:2 FTS
1000 pL of Prepared sample solution PFDA 3Ce-PFDA 87 FTS 3C,-8:2 FTS
PFUNA 3C;-PFUnA 102 FTS 3C,-PFDOA
100 pl of Formic acid/Methanol/Water PFDOA 3C-PFDOA NMeFOSA D3-NMeFOSA
= 1:400:600 (v/v/v) PFTIDA 13Cs-PFOSA NEtFOSA D5-NEtFOSA
60 pL of 28% Ammonia solution/Methanol/ PFTeDA C,-PFTeDA NMeFOSAA D3-NMeFOSAA
Water = 1:90:10 (v/v/v) PFBS "3C5-PFBS NEtFOSAA D5-NEtFOSAA
PFPeS 13C4-PFHPA NMeFOSE 'D7-NMeFOSE
. ) PFHxS 3C5-PFHxXS NEtFOSE D9-NEtFOSE
While mixing the eluate with 120 pL of 3 i 5
LC-MS analysis | formic acid/ultrapure water = 1:1000 (v/v) PFHpS BCﬁ_PFDA 3:3 FTCA HC5»PFPeA
Inject the entire volume PFOS Cs-PFOS 5:3 FTCA C5-PFBS
PFNS 13C;-PFUnA 7:3 FTCA 13Cs-PFHXA
_ - - PFDS "*C,-PFDoA PFEESA Cs-PFHXA
2 A2 T A VEREEIC & SRR PFUNDS 1*Ca-PFOSA PEMPA 1*Cs-PFPeA
PFDOS 3C,-PFTeDA PEMBA 13Cs-PFPeA
PFTIDS 13C,-PFTeDA NFDHA 13Cs-PFHXA
PFOSA "3Cg-PFOSA
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<BEXH>
PFOS =04 1) AOAC SMPR®2023.003
PFOA =04 2) Analysis of Per- and Polyfluoroalkyl Substances (PFAS)
PFNA =1 in Aqueous, Solid, Biosolids, and Tissue Samples by LC-
PFHxS =1 MS/MS, EPA, 1633A
HEPO-DA =1
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