E1ERFRREELSRPIHER 7> Fa v 23F—
2025%F10R17H

BEmP OFECFME DR RO RNIFHR

~PFAS 7 U I_JT'H' F*ﬁ\ ll]\\hu%llit%ﬁa)
g:-.x HUL E(CDWLWT~

KXt 741 X574 14 R




*

AHOAS

1. BmPODPFASD 1

2. EUABUKFEHIL(SPDhD)ICL S
H UG — MEDA

3. ST-R100ZRBWzEmil¥IDDHh
4, €Ot =HmiEMN

AR AEIIAARBLTEY, FELGLKEETIHGENHY £, T THLLIZI W,
AiSTI SCIENCE



*

AHDOAR
1. BEmPDPFASOR

AiSTI SCIENCE



*

AHDOAS

1. EmPDPFAS 1

1)ST-L400Z W\ eRmHADPFAS
~EERAF (BILSELE) & DR~

AiSTI SCIENCE 4



PFAS : &S

&1, & MW, LogPow

PA
PFBA A-4 PFPeA A-5 PFHXxA A-6 PFHpA A-7 PFOA A-8 PFNA A-9 PFDA A-10
FE F © FF\FO Fk‘FF“FO F\_FF"FF‘,FO (o] F FF FFE FFF O
F.‘: “__OH EL\ P "H\"‘OH Fe. ) "'H\‘OH . F‘\: /;ﬁi\/\/,‘,‘»ﬁ’ ) \*"/H\"OH H\ on . Z / /J[\OH
F‘l FOF e F e F/J: e E FEFEFE A F]

F FFFFFF

MW: 214.04 LogPowMW: 264.05 LogPow

MW: 314.05 LogPow

MW: 364.06 LogPow

ﬁ;3B, C,D,E
PFUnRDA/PFUNnA A-11 PFDoDA/PFDoA A-12 PFTrDA A-13

2.2 9

2. 3.6
A C D, E A C D, E A B,CD,E

MW: 414.07 LogPow
4.9
A B,C D, E

FEdfeEe eFE
MW: 464.08 LogPow
5.6
A B,C D, E

PFTetrDA/PFTeDA A-14 PFHxDA A-16

F FFFFFF F/x\F
MW: 514.08 LogPow
6.3
A B, CD,E
PFOCctDA / PFOcDA A18

F\T F\IFF\/FF\/FF\HF (ﬁ F.FF FF“FF_ﬁFFFO FTFFF_FF'FF FFF © F FFE FF FF FFFFF? FFFFFFFFFFFFFF(W FFF FF FF FF FF FF FF F ©
e SN A FT\”‘\AA/ “oH £ e N S o : : N N N o : ‘ A NN o z | . on
FEFEFFEFEFE FF FFFFFFF FF F FEFFFFFFFEFF E FFFFFFF FFFFF B FFFFFFFFFFFEFF F FFFFFFFFFFFFF FFF
MW: 564.09 LogPow 6.9 MW: 614.10 LogPow 7.6 MW: 664.10 LogPow 8.3 MW: 714.11 LogPow 9 MW: 814.13 LogPow 10.3 MW: 914.1 LogPow 11.6
A B,C D, E A B,C D, E B,C D, E B,C D, E
CA
3:3 FTCA AC-3 5:3 FTCA AC-5 7:3 FTCA AC-7 8:2 FTUCA AC-
Vi ﬁ F FFE F Q F FF FF F o FFFFFEF F O
F .r"\“\\,—"‘\.f‘ “OH Fo X H oMMV g ,H FoooM MM ‘\ J
F>| K F"“’T KR 7 o ‘:-‘1 S 7 oH F»"’T TN on
FOFF FFFFF Fe FedrdF

MW: 242.09 LogPow 4.2 MW: 342.11 LogPow 3.9 MW: 442.12 LogPow 5.2

FEFFFF

MW: 458.10 LogPow 5.1

C C C
EA
PFMPA PFMBA NFDHA ADONA / DONA GenX / HFPO-DA
F F o
FJF RF (H) F'-T FF CH) c P EFEF F O e ol
Fo O S P NN SO o 1 Ao o
oo X OH S ANV F7 07 X7 k0 OH BT o7 T o7 kT oH Pl F
FF FFFFF FFFF FE FF F~
MW: 230.04 LogPow 2.3MW: 280.04 LogPow 3MW: 296.04 LogPow 3 MW: 378.07 LogPow 4.1 MW: 330 0% LogPow36
A C A C A C A, B,C D, E A/B,CD,E
A:EPA Method 533  8R#bK
B:EPA Method 537.1  #R&IK
C:EPA Method 1633A &R4K GEERELK) | EUA. #BH

D:FDA Method C-010.03 R, &l
E: AOCAC SMPR® 2023.003 Y] - Bk} ~ A8

gnﬁma?fmigﬂn SCIENCE

SNA
N-MeFOSAA

FEFFFFFoO |
s

Pl W W W N
Fooo )

< e
FFFFFFFF

MW: 571.21 LogPow 5

B, C

N-EtFOSAA

cIIJ F | 7
_ P FFFFFFo o |
OH - . % s OH

[ . .

o
FFF FF FFF

MW: 585.24 LogPow 5.4
B, C


https://www.epa.gov/sites/default/files/2019-12/documents/method-533-815b19020.pdf
file:///C:/Users/maruy/Downloads/METHOD%20537_1_FINAL.PDF
https://www.epa.gov/system/files/documents/2024-12/method-1633a-december-5-2024-508-compliant.pdf
https://www.fda.gov/media/131510/download?attachment
https://www.fda.gov/media/131510/download?attachment
https://www.fda.gov/media/131510/download?attachment
https://www.aoac.org/wp-content/uploads/2023/11/SMPR-2023_003-1.pdf

PFAS : &S

PS

&1, & MW, LogPow

PFBS PFHXxS PFOS PFDS PFDoS
RFRFRFRF F FR FE FR FR F F FF FF FF FF FF F
P S Pl Pl AN P - . £ LA A s
F,rl F,/ e oH F;l F"\‘F e d F/\F A .\F J ~oH £ F,,\F F’,\F S on F,.l T T Son ; Ce e e Y o
MW: 300.10 LogPow MW: 350.11 LogPow 3 MW: 400.12 LogPow 3.7 MW: 450.12 LogPow 4.3 MW: 500.13 LogPow 5 MW: 600.15 LogPow 6.4 MW: 700.16 LogPow 7.7
A B,CD,E A, C D, E A B,C D, E A C D, E A B, CD,E C D, E C, D E
CS
4:2 FTS 6:2 FTS / 6:2 FTSA 8:2 FTS / 8:2 FTSA ES PFEESA
F FF
F FF F F FF FF F F FF FF FF F Fol
Ny NN N o Sl ol Mg
_ NP N SN, Fooo X M A M E7 w0 ;
L S-on e AN A A O T A /N T ToH
F FF o F FFFF o F e FreEFFF o o FFFFO
MW: 328.15 LogPow 2.6 MW: 428.17 LogPow 3.9 MW: 528.18 LogPow 5.3 MW: 316.10 LogPow 2.4
A C/D,E A C D, E A C D, E A C
SNE
N-MeFOSE N-EtFOSE SN FOSA N-MeFOSA N-EtFOSA
F FFR FR FRE F F FEFF FF FO | F FR FR FE F
F'l: r\“ —on FJF F\/,F F\\ FRF [ o Fo b4 \/ \ o] ":':;l ’ \ o N \ S /
F\ KK K Y F KR K Ky Fl F'/“F F \‘F F FF F ° h
FEFFEFFFF FFEFFFFF
MW: 557.23 LogPow 4.7 MW: 571.25 LogPow 5.1 MW: 499.15 LogPow 4.8 MW: 513.17 LogPow 5.2 MW: 527.20 LogPow 5.6
C C C C
—
P F FFFFEF
e A:EPA Method 533  BREIK
rrRrRr o e B:EPA Method 537.1  #R#IK
L r, C:EPA Method 1633A &K (GEERFIK) | MEMK. #HI
8:2 diPAP Ay D:FDA Method C-010.03  &&. fif
IJ_ E: AOAC SMPR® 2023.003  REE®) - B ~ AL - O ~ f B - il - fky
MW: 990.2 LogPow 11.3 +°

E

AiSTI SCIENCE



https://www.epa.gov/sites/default/files/2019-12/documents/method-533-815b19020.pdf
file:///C:/Users/maruy/Downloads/METHOD%20537_1_FINAL.PDF
https://www.epa.gov/system/files/documents/2024-12/method-1633a-december-5-2024-508-compliant.pdf
https://www.fda.gov/media/131510/download?attachment
https://www.fda.gov/media/131510/download?attachment
https://www.fda.gov/media/131510/download?attachment
https://www.aoac.org/wp-content/uploads/2023/11/SMPR-2023_003-1.pdf

£HEHR#HHE [ST-L400)
@ﬁwamﬁmmty&Fﬂﬁﬂﬁl

m EHDEHZRBWCZERROBENE
m 201R{AFiE B EhALHE
mS—>2009%27 71 IV EUVTRE
m BRRIERDIH NHIR(GRERE 14/ #R1F)
BAVUSFIVAYVY REERRE

ST-L400 = & H DJ3 CTPFAS%
TREIINSFIETEE 2T ]

eAd

ST-L400

miEHEHRAEA T TR =EEE
Smart-SPE
ST-L400DHIE ~HEsEdD—pHl~
(1) MJZ)[J((—J:alﬁ'lﬁa)ltbn (2) EEFRHRICKDERFZE (3)ElfHDES - it
: — £ 'zf

BZRHR |

SUSTRT

\ J'\ /
AiSTI SCIENCE - 7

MJ X)L RN




gL 0 —
YWD : PFOA. PFOS. PFHxS. PFNA

€iiilae)
<HHE> ESNATS. 7Y
FIRTRSA A XA

AFE 10 g
— Al K (10—3RIOEKE) mL %7 2 i37k2 mLAM

— HEBE 7EhZhIL 20 mL

fxeS 109 (BRICRY)

=08t 3,500rpm, 593

iR (ZE b= hIIL-2KE)

& (ZEbhZbIIV-KE)

HEALRAD (L0 mL) & BhE T30 mLe ST

€ED)

C18-30 mg : /5=

pidm by

C18-50 mg : PFAS{RIF

— 5o K
ERNATEIE

C18-50 mg

afEHER] Mm% 0.5 mL
—— @& A9)-JL-7K(9/1) 0.5 mL

[ 00 2 mM HCIZKE®E 4 mL

WAXs-25 mg : PFAS{RIF

A 4

WAXs-25 mg

— SR K

S 0.01%F B8

EH%4)—)L-7K(95/5) 1 mL

—— & 0.05%NH3&8BX49.)—JL-7K(95/5) 1 mL

HKWAXs @ R v —RFBkaA F A T L

EYEh AL ||—\

)

ES 1 mL /KTREE

LC-MS/MSHIFE (5 L)

A AiSTI SCIENCE



ST-LA00(CKDFFRAA—>

4 N\
Pk (EE) KT (SEEE)

C18 PFASIRIF WAX &% C18 58

RS IEA A ERME RN IR IR S
>| AEROBLED .f‘?&nﬂzn;}ézx-»
ST * iR HE T
A A SRS EET LA
gt - ZFO- )V
\\§ T J
(1) HBaFE/ %
i HIHB(ACNAK)
v :
\ (2) EREZIE (3) /AR (4) B
$2INN-T C18-30 mg : AR FHEEAY)—I-K NH3BEAY)—)b-7K —>
HCIKi&i% M)/ %ﬂg}?ﬁﬁﬁlxj—ﬁ L EHRHR
& ERTIL - C18-50 m
@ 250 V48 SRS T < SRS WAXs-25 mg
R BREME
| e
C18-50 mgq : {75 WAXs-25 mg
syvoe7 PFAS .y
C18-50 m PFAS '
BRZE g
IBHEOB S PFAS BEpE —— 8 —mM— ®
¢ 12 O i) m A AR PFAS

BIMIE(PFAS) gy
Pl S Y

AiSTI SCIENCE
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IlJ\\Z"] IEI 1I5l$ C‘.'. ﬁiﬁu'li

V% 42 & Vi 42 m&
N 9% 2 ppb AN 1 ppb A0 1 ppb 7340 N B 2 ppb AN 1 ppb AN 1 ppb 7Z&A0
> R RSD [EURZE RSD [EURE RSD > R RSD [EURZE RSD [EURE RSD
% n=5% % n=5% % n=5% % n=5% % n=5% % n=5%

1 PFBA 96 7.1 82 3.4 106 5.1 21 PFDS 68 5.6 93 4.4 98 2.6
2 PFPeA 99 3.2 89 6.3 102 94 22 8:2FTUCA 102 1.6 86 4.2 115 7.1
3 PFHxA 91 3.5 84 4.2 94 6.4 23 4:2FTS 100 8.1 60 6.0 121 8.0
4 PFHpA 83 3.8 85 3.6 95 5.7 24 6:2FTSA 127 4.7 81 6.3 192 5.1
S PFOA 104 27 8 30 102 39 = 25 82FTSA 103 81 80 81 133 107
6 PFNA 91 1.6 88 4.3 102 4.7 26 PFMPA 94 5.9 88 4.1 91 1.8
7 PFDA 78 4.4 88 2.9 106 6.6 27 PFMBA 81 8.4 88 3.8 91 6.3
8 PFUnA V32 85 2.6 84 4.7 28 NFDHA 182 4.3 94 4.9 185 7.3
9 PFDoDA 46 3.9 83 3.6 77 5.2 29 HFPO-DA 176 4.5 85 6.3 91 8.8
10 PFTIDA S8 26 80 50 87 75 30 PFEESA 93 40 89 21 105 57
11 PFTeDA 96 4.2 80 3.7 98 5.8 31 NMeFOSAA 74 5.1 97 4.1 135 8.2
12 PFHxDA 88 6.0 86 3.3 98 5.8 32 NEtFOSAA 20 4.9 87 7.5 93 7.4
13 PFOcDA 152 2.6 94 3.4 138 5.3 33 FOSA? - - - - - -
14 8:2 diPAP 100 2.0 87 6.7 79 89 34 N-MeFOSA” - - - - - -
15 PFBS 93 24 79 65 108 11 35 N-EFOSAY - - - - - -
16 PFPeS 107 4.1 84 7.2 106 9.2 1)RMEEEED £ — 212 & Y EUREFHEAR T

17 PFHxS 107 4.3 92 86 107 6.1 DA F VI RFIROBUKER S O 7O EUIRE kb

18 PFHpS 108 4.3 88 2.9 102 10.7

19 PFOS 77 3.7 80 3.8 82 5.1

20 PFNS 92 5.3 88 3.6 96 9.7
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-— ‘ . 1/1000ULMEA
500 mLO® < B 2 R-— TETLAL
o
S S dlds Rhd H ‘ SRE0.5mLiAY
200.ma “ “ " 1 mlL
X5)=)b SHITE
5~10 mL/min - LC/MSRIE f
A& RILEHNSAEITZEE BISLERESR] : 12 53 ‘
- SAERER 8| B . £8EA
N : K@?b - - #4$4(0.5mL)%
— 28FA
.// ‘ — _—
n H >5[ » =
cowie b~ 0.5 mL B
st e Q-2 mL _
ATy LS BR e e SO LC/MSHITE
5mg BEEANLT SAFA
[MiVS]

A>351>SPE-LC/MS> AT A

AiSTI SCIENCE

22



TSRS (C K D RiER e I 0 —Z &R

T R N T

&)1 PILICHER C18
PFOA S BRKTEtR E{EA B A A EORMERY D DR EEZ T (CRKERIFH BT EE
PFOS é
PFHXxS ‘ J
HCI & B B8 T F)L-TMBE% u /elﬁ@ﬁ’@(cﬁaﬁﬂ( P24 A > A E R MMEIKTZS
RIMUTRES WAXS —H DM elEE
(b1 A>3 HutaiAg)

HCl BT F)L-TBME B A A MEORMEPK D E B EEEDIETEDS — LN
Zh%5 g 4 Be A>3t £ U3 paplcdoTaEmENEEINS

—B D ‘

BSA A TERERMERL D DFRE D HE

\

'] -
T4 B ity || & L8 Sl gl
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(1)PFOA. PFOS. PFHXxSOD7#h

B PFOSKUPFOA : KEEEBZRREIERNS/KEREIRH(CEIE LT
(B 8FE 4 H 1 HKDMT

W PFHXS : ZiR5718H

- -
H'J MIE 7 D . SPL-W100 —— EEhRIERE : 125
1>7433=>%
3 *5)=)-7K (95/5)
LN ’ ‘ > | | Flash-SPE C18-5 mg : &% X5)=-K (1/9)

— Af[FRE] HERER 1 mL
— PoF A5)—)-7K(1/9) 250pL

- HAMEER  aF me A, —— IR BERAR 20%
/~ N\ 2 S AT
/ |
~ — 5B %X9/-)L-7K(95/5) 70pL
ﬂ rq D | » | R
A A‘
o S . —— &M K 70 pL XMiVSHTES
EivrdAet T’Jb(§ sy A5 =)7K 70 pL
ANTEINTOLT BERNUTIZ7A TR BHESK £8ELC/MSABEA )
— MiVvs .
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DN ERSK & BRI

ARDNENRR & BT

ST

No. PFOA

PFOS

PFHxS

B K
STD#s AN

S ppt

K-5 1 77,273
K-5 2 77,681

28,352
27,862

41,675
42,590

Ave. 77,477

28,107

42,133

FR K
(32 1EBlank)

BL-1 2,521
BL-2 2,690

N.D.
N.D.

N.D.
N.D.

Ave. 2,606

Ak

U-1 80,161
U-2 79,352
U-3 82,535
U-4 84,666
U-5 81,819
U-6 85,596

20,301
19,069
18,829
19,297
18,982
20,667

N.D.
N.D.
N.D.
N.D.
N.D.

N.D

19,825

Ave. 82,3557
rsp” 22 T

4.2

A K
STD¥N
S ppt

(A-U)/(K-BL)

A-1 148,032
A-2 150,598
A-3 159,889
A-4 154,056
A-5 153,394
A-6 154,785

39,325
36,747
44,448
46,589
43,601
43,632

36,903
36,387
38,284
37,170
36,956
36,729

Ave 153 459

42 390

37072

RSD, % 2.6

8.6

1.8

EURE % 95

80

88

[T [ il

PFOA 7.0e4 4 pros PFHXS
¥ = 14985.30¢ + 1870.095 ¥ = 6730.480x + 38.42477 ¥ = 8178397 + 1238092
14e5 3 g2~ o gonpret 6004 R = 09998568 80e4 R? = 0.9996067
1.2¢5 2_ y 2 |
R?=0.9998 50ed R2=0.9998 oot R2=0.9996
1.0e5 :
4.0e4
8.0e4
3004 4.0e4
6.0e4
40e4 20e4 2004
20e4 1.0e4
000 e 000 e 000
0 2 4 6 8 10 0 2 4 6 8 10 0 2 4 6 8 10
RE (ppt) RE (ppt) RE (ppt)

A AT LICKBDIRER

(iB% : 0.5,1,2,5,10 ng/L)

(x10,000) PFOA (x1,000) PFOS (1,000 PFHxS
12:412.90005169.0000(-) .0-5:499.0000579.80000) 5 0.]1:399.0000579.8000-)
1755
w50 50 7.04
6.0]
1255 409 504
(A) BBHEK .
STDRM o] 5]
204
5ng/L 20]
0.259 1.07 109
LI P A B 00T T T B L e s
490.000) 50 6.0 7.0 (#0050 60 7.0 4 50 60 70
:412.90005169.0000(-) .05:499.0000579.80000) 5.0.]1:399.0000579.8000)
1755
150 5.0 ¢
=) M of e |
v £l
1] £l
(B) K 54 ng L s0] 2.9 ng/L o]
0755
0.50 it -
£ 204
0.254 1.07 104
“““““““ w‘” 00 T T T T R S S S
0.000) 6.0 7.0 49000 50 60 7.0 Ao 50 60 7.0
12:412.90005169.0000(-) .07:499.0000579.8000(-) 4.0.J1:399.0000579.8000C-)
1755
150 507 B¢
6.0
1253 40d

5.0

(C) Btk oo o] o0]

-
Blank)°™ 303
G?E{'F a )0507 B 201 N
0.254 017 I"Ig/L 1.0 1.04

AL o 0. A

““““““““““““““““““ e

4.0 5.0 6.0 7.0 40 5.0 6.0 70 4.0 5.0 6.0 7.0

Time, min Time, min Time, min

MRMAA>2o0OX NS A

AiSTI SCIENCE 25



(2)%ﬁﬁﬁ_§ﬁ*ﬁ' ~MEEREENSEERT S Y — (TS, EREEOREMR~

RUALEE D O0—

(#hiH] €t
/] SPL-W100 Bl EhRiAIRESE : $9125 ~
4 0.5 mL — ]/534‘/3_/]“
0.06%7>E_Z7_MeOH-7K
0. - MeOH
0-5N HCI- 104L Flash-SPE_WAXGs : {25 TBME
— BfEEITFJ)L-TBME(1/1) 1 mL
> SR[RT] HhiHiE 200 pL
HELS —— kR BEFRHA 10¥
I ~
B
I F-TBME ﬂ — RS 0.1%F-K 120 uL XMiVSHATES
i ’ BHRREAKSEELC/MSABA
\ %
TBME : tert-Butyl Methyl Ether
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MDA > b

Point

1. BEAORBCONT
BN L - PFASEMFETF L -TBMENEINS
0.5N HCI-7k TSR BTLNTES,
10 pL BFEALF)L-TBME 2. SBEMAOHEIINT
1 mL A “ FHETF)L-TBMECHA KR RISTBTET, TR
KAFN HUTWBPFASHHILEIEEE B3,
m r\ 10 ppt
B e 3. REEBFPROAYSAYYATFARNSTETEBEIN
B HBENSRNE, FIBEESR0., SE)EE
500 —> m i = B 83,
2mLF1-T mie W eE 4. RERAOBE
. K SHHAICPFASEATL . IEEA AL PRERA AV REDIS
WFS —_ VR . S, P i c&T Co
— WAL R AR A EKICHTRT BETIRELR
20 ppt IR 5. 1EEORM
TBME : tert-Butyl Methyl Ether IEREZRMUTKBOpHZ T3¢ TEMEDPFASEHS
W TEER,
[ISELRIMDFHER] [R&RSEEOZhE]
PFASZHBEN A Z 2 ERMER D & IKEN
BiE 3 = BiE . s
BfEE T FIL-TBME fﬁ:?ﬂ;;ﬁig&iﬁ m@Ia:}]l_’(-)ng.E PFASH'EH#HBICIET IS
R-COOH DHIVRFZIVE D RE &
HEU., JEfiERlCT D E A 7 TIOR3 KE
t T. BRKEDNIEL. BHE 7J<+7IJ-I<,§ [CBITI B ETRE
Zk;g; oo ANBTFLLIRSB. £ 110 pL
21 A > TEDIRIERMED
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AR BoiR I D%hER

m HEREDRE
BEADREDRE
/g\ K GAJIK) #REUERC, B pNE(c
ERKEDPFASHINGES I D NS, ZOIREL
TWBPFASHAIE CEIINT B EN D,

PRV DR A D ERE
FRERU TR A R iz CPFAS YRGS 9 52

ﬁﬁl%#ﬁb‘tfﬁ‘ffﬂb‘ﬁiﬂ?ﬁ;@*ﬁ?tﬁﬂ JKA8E
BHAENZIUDESTEICED, FBCHIRMC
EITI B! u\bﬂéo

B zRMIEORFIMEMISILCLD.
PFASIZBHH(CHiEENS.

FEMICIRELU TVWSPFASEEIEIEN 15
AL, BHEEAREBELTIKIEDEZ 5N S

N/ ENS. s ZIIVA—(SBL. R EIHET
Do HEUTZEYINSIBIR CPFASZ/AHU. 4354 SPED8. VRIS T L
2EROARIEEE T, H— (bR 2NENDD, YIS T TE3,
RIR b, FBIR(CEHLL duR1b. BES1b.
ICRE L7 DB W E ]
— IR [ PN HNITHE - BEIDE ]
—\
e LETES sVRHRER
ﬁ%ﬁgb** O )  EE——— ) FiALHE
g P T—
- BERlC THBETHHETEE
e 500mL 4 - S R T T AT J
. S S NEYE - BRDDELE D SRR HE
EDFFRIUEEA |

\ U 8%
AiSTI

HILIE
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El+R#HHDRA > b

[WAXOD{EHH]
—4 ~ N ﬁl
[ spiwioo N [a1 A > B &V EDPFASE R
BRI &iEF B
AYF433=>YJ A 4
0.06%NH3_MeOH-7K(95/5) WAXS | [
MeOH ¥ FIEZF®
TBME i
Mo ©00C-R . MeOH-7k
Flash-SPE WAXs : {35 R-N-R g R-N-R
| O3S-R |
H H
—— BHERS] % 200 pL R s gooc-R
s mﬁﬁygﬂaf 035‘?/
— &% TBME
—— §ZIR BEFHA 10 2 A B LIRE=EFFD 7>EZ7MeOH-KOF I AVIEICLDE
PFASHE®HIFDEHEWAXS HWAXSZEIEAAAETBET. 1A
- ¥R - » soia
AR
E%bﬁﬂﬂﬁ!ﬂﬁﬁﬁ
EH.AO S Ths
] '10/0$E& 7'}( 100 |JL JE @ﬂmﬂj(ﬁg) .................... e A& ER LCABA - ooeee
XMIVSHTES i i EHEE S REE YT WN—-TRO :
02 BN amer ome L powoowc o FEEE e
BHBEAKSEELC/MSABA | L,

\ /

TBME : tert-Butyl Methyl Ether

Flash-SPE
© PFAS o BkIEEA A E0Em

BAEANWT SATA
[Mivs]
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ax DN EIYRNER & B IR TE

TERIK SXINIA=F— (BEK) AR GaIOshi)
No | s il 520 (Vppt il 520 J)pt il 520 (;)pt XRERMARECLBZIMBIERTOTURN
n=5, % n=5, % n=5,% e —
ERE RSD EURE RSD EURE RSD HABHERIEIC THHE
1 [PFBA 87 4.2 83 2.4 84 4.2 XEURRBEARSATAICLDIENHRER (1K) [CTHH
2 |PFMPA 110 4.5 101 2.7 93 2.9
3 |PFPeA 89 3.0 79 2.6 81 5.9 KEABELER(STSE S ALE L Y HET)
4 |PFMBA 120 4.5 98 1.8 90 3.8 AEERFER (HMT7E6 8308 EM)
5 [42FTS 64 3.3 60 4.9 54 7.9
6 |PFHxA 73 2.4 70 2.7 70 3.4
7 |PFEESA 91 3.7 90 4.0 88 3.7
8 |HFPO-DA 88 4.3 90 2.1 90 4.2
9 |PFPeS 87 4.5 88 2.8 89 4.2
10 [PFHpA 95 2.5 90 2.2 92 0.9
11 |PFHxS 91 2.8 94 4.2 94 3.1
12 |62FTSA 93 3.2 90 4.5 92 2.7
13 |PFOA 89 2.5 89 3.0 89 3.3
14 |PFHpS 86 6.4 88 6.8 91 5.0
15 |82 FTUCA 87 4.0 89 2.8 90 1.6
16 |PFNA 101 2.0 93 2.7 94 2.6
17 |PFOS 89 3.7 90 2.9 93 7.2
18 |8:2FTSA 114 2.7 112 4.3 112 L5
19 |PFDA 99 4.2 96 3.2 92 2.4
20 |FOSA - - - - - -
21 |[NMeFOSAA 82 2.0 88 4.2 88 6.5
22 |NEtFOSAA 86 5.1 92 3.3 93 3.9
23 |PFUnA 97 1.2 95 2.2 97 2.6
24 |PFDS 93 2.0 95 2.4 101 5.5
25 |PFDoA 86 2.9 88 2.7 89 5.3
26 |NMeFOSA - - - - - -
27 |NEtFOSA - - - - - -
28 |PFTrDA 76 3.1 88 1.6 88 3.0
29 |PFTeDA 74 4.8 87 L0 89 4.3
30 [PFHxDA 81 2.9 84 1.5 85 7.3
31 [8:2 diPAP 79 2.5 89 2.6 93 2.4
32 [PFOcDA 104 3.7 95
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AHDOAS

2. EHBRRKFBEMEEIC KD I VRS — MDD
1) @E%FY b2RAWZFEZE

AiSTI SCIENCE 32



WRICEVD
JURY— b & DB

o OH
HO—P—\ HO—P—\ CH3
O NH o N=
_BZQ g; O
GIyphosate(GIE) 0
LogPow= <-3.2(pH2-5, 20°C) N-Acetylglyphosate(GlyA)
\ ~y \E
DIVIRS F— b EEDHRHED
CH3
OH OH 0= OH
| —_
O=P NH, O=P NH O=p O
0;3\—3:0 3 . CHy %
HO HO
Glufosinate(Glu) N-Acetviglufosinate (GIuA 3-methylphosphinicopropionic
LogPow=<0.1(pH7. 22°C) yi9 ( ) acid (MPPA)
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ViR — MEDTBDMSBE (L !

TBDMS (t-Butyldimethylsilyl) {bIC&k3/E (L \
R S1
S UJULRBROHTRIGE & ZERD/ (S > DB, TBD;;

UhU. kDD ENEET BT, KA CER,

TBDMS O

- -

"(:y\)‘+ % \§ ’ @D, + \)k /.

=R MIBSTEA {EimE{E

MTBSTFA : N-(tert-Butyldimethylsilyl)-A-methyltrifluoroacetamide

TBDMS (t-Butyldimethylsilyl) {L(C LD,

|
U BRSO H)LRES BASEMET BT ‘ 'ﬂ;;é(f:f;é"
ERBIE L. LCHS APREREADREBENR 5. <E
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EltHARKHEH{EDREE

&7 - R e / Ak FEMIL \ i
sl & ACN-7K ACN MTBSTFA-ACN
S\ CATBDMS
-OP-R
[E14H
Presh-SPE s Rt H_ﬁﬁﬂ TBDMS
AXs A A MERDOME  IKEREE 1min _OP-R
SSEARL Y DI TS =8 / S FILA

EltfH— Uy SR TRERUCFHEH(E
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MHRIESVIDFHEAHL
JURY— b EZORBMDOFHE L

O—TBDMS @TBDMS OEIHATBDMSIE L 7= &
TBDMS@P—\ TBDMS—OFP—  CHjy BESNSME
(')' NH O N—<\ TBDMS : t-Butyldimethylsilyl
—QO
TBDMS% %TBDMS
O
Glyphosate- 3 TBDMS(Gly-3TB) N-Acetylglyphosate-3TBDMS(GlyA-3TB)

DRSS F— b EE'DORENDFEHEY
@TBDMS TBDMS— @ s @TBDMS

0=P NH, 0=P 0
CH
oM 0 3 © C%
O-TBDMS
TBDMS—0Q TBDMS—0

. _ . _ 3-methylphosphinicopropionic
Glufosinate-2TBDMS(GIu-2TB) (NGﬁlcf_tleg;;lfosmate 2TBDMS = i d-2TBDMS (MPPA-2TB)

AiSTI SCIENCE 36



DV — 2 irBERHUFY b &DIRF
EHH S S 4L TRIEIR/F !

BEE s | QEAYEF YT FYIA
¥15,500 ¥49,800
D| ENyrAFYT Ry /R (EigHHE) & 148
@| eFanfFryT = 50{& @72 LfdFvv S
®| PPIATILGERYFOEL/E) — 5048 GPPIA T IV
@) | Presh-SPE AXs 2018 50{8
5| Wi - 502
®| JFEFa—71.5mL = 100{@
@ WF—FyF)rI1mL 2% 10% o = =
@® | MTBSTFA ImL - 1% @Presh-SPE AXs \""r;‘:*:
9| 20ppm!)>/EE/400ppm~ I /8 AGEHE 1mL - 1% A N
| 2MOEEET > E=9 L-MeOHEH 1mL - 1% — @EAF2—7 1.5mL

— S

.-’

GRS
@OWT—F v 7)) 2T 1mL

# S (B00) BERSS Y EEAL. AFFy MNIERENTEYET.

corcecee® e/ e -
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B DA A —
(31

7] [FD5NAZS 30mL
RE 40mL

7Kk

[El483thitid & U HEHILE]

4 )
weES
1049 [El4H : Presh-SPE AXs
1
s pu » T mEmeE kLA
"iﬁﬂ\ 33=>4 ACN-7K E‘i‘c’ﬁ 1%MTBSTFA
) ) ACN-K 100 uL (/1) -ACN
(i;j’sléu%j 109© (1/1) H 100uL 100pLx2 sopL
BT kU IR AR A A AN N HeGH-ACH
U > B 20ppm \1/ Emms |4
* ACN-7K(4/1) OI/@ 400ppm ! V y i/ ‘ I ’ 4;50|JL
tmam  J00HL EESER ACN-7K | k k X I
100pL ‘ BRSO 80pL ‘ (4/1) \ \ \ RuTroEL>
\ \ K 910uL BRAPSS) SRR k53 1% I
500uL
JEI \ MTBSTFA : N-(tert-Butyldimethylsilyl)- A-methyltrifluoroacetamide | )
7
LC/MSHIZE
10pLEA
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LC-MS/MSHIFESRF

LC-MS 8045 (EiRR4EFrtL)
DRHDS A : InertSustain C18 1 A>{tE— R : ESI Positive

(100 mmx2.1 mm i.d., 3 pm, GL Sciencestt)

HSLIBE : 40°C
X : 0.2 mL/min
#2848 A; ACN

IS4 —HX : 3 L/min
RSO HRFE : 10 L/min
E—5+1 >0 HRiHE : 10 L/min

B; 1mMEF& 7 >E="/\-MeOH 1>F—JTA g : 300 C
HSSTY R DLIREE : 200 C
B; 30%(4min)-80%/(4.5min-6.5min)-30%(7-10min) E—kJOYYRE : 350 °C
100
> 80 Bl 7J<(j:_ﬂ..”§ B U@b\ B
E—o#&iH

60

B Conc.,

40

20

- KZEFTRBRVK S BEHHEDIZIRIC(T+HDER
- FERERPV S RRICEKRZER UL

- BB >EZD LA EMeOHICER
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DN BN & BIRE

#1788 n=6

Sip ! N FNATS
BIERS  [EUNR(%) RSD(%)  [EIUNER(%) RSD(%)
Glu-2TB 91 7.6 87 5.2
MPPA-2TB 97 2.9 75 1.9
GIuA-2TB 98 4.0 93 3.7

Gly-3TB 92 8.6 105 4.2
GlyA-3TB 96 2.4 95 2.1

TB : TBDMS (t-Butyldimethylsilyl)
SE R

R. Sasano, J. Sekizawa, |. Saito, M. Harano, K. Katsumoto, R. Ito, Y. lwasaki, T. Taguchi, T. Tsutsumi,
and H. Akiyama;

Simultaneous determination of glyphosate, glufosinate and their metabolites in soybeans using solid-
phase analytical derivatization and LC-MS/MS determination. Food chemistry: X, 24, 101806 (2024)
https://doi.org/10.1016/j.fochx.2024.101806
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https://doi.org/10.1016/j.fochx.2024.101806

RERR

Glu_2tBDMS MPPA_2tBDMS GIluA_2tBDMS
8.0E+04 1.4E+06 2.0E+05
— | 4743}a0 4l 2775 4 obros y = 32356 + 43471 1 SE405 y = 4623.2X + 5845.6
R2 = 0.997 Rz =1 1.6E+05 Rz2=1
6.0E+04 L OE+06 L aEs05
g 20m01 S 5.0E+05 9 126405
< 4.0E+04 g < 1 .0E+05
P ¢ 6.0E+05 P
& s opr0a 9 Y 38.0E+04
6.0E+04
2.0E+04 A4.0B+05
4.0E+04
1.0E+04 2.0B+05 5 0E+04
0.0E+00 0.0E+00 0.0E+00
0 5 10 15 20 25 30 35 40 0 5 10 15 20 25 30 35 40 0 5 10 15 20 25 30 35 40
NAFIWVHREE, ppt NATIREE, ppt NA7IVHREE, ppt
Gly_3tBDMS GlyA_3tBDMS
4.5E+05 2.0E+05
4.0E4+05 y = 9695.9X + 6522.3 1.8E4+05 y = 4737.5x- 1167.2
2 = 2=0.
S sEs0s R2 = 0.9991 1 6E405 R2 = 0.9999
3.0E+05 1.4E+05
@ 2.5E+05 @ 1-2E+05
< < <
> < 1.0E+05
© 2.0E+05 ©
o O 3.0F+04
1.5E+05 6.0E+04
1.0E+05 4.0E+04
5.0E+04 2.0E+04
0.0E+00 0.0E+00
0 5 10 15 20 25 30 35 40 0 5 10 15 20 25 30 35 40
KATIAGEE, ppt KATIEGERE, ppt TB : TBDMS (t-Butyldimethylsilyl)
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Kol

20X NS A

Glu_2TB MPPA_2TB Glu_2TB Gly_2TB GlyA_2TB

(x10,000) (x100,000) (x10,000) 6.0(10000) (x10,000)
1.00-]1:410.0000>195.0500(+) 1.0012:381.0000>249.0500(+) 3.0-13:452.0000>250.1000(+) -0714:512.0000>311.0500(+) 2 p515:554.000053110500(+)
251 50°] 2,00
0.75 0.75— 175
STD |
.-hvmar- 1 1 1
Ry <EHNF . 0 t ] 3
AERE : 4 1 0% - 50l 125
0.50 ] ]
10 pLEA ] |
] 1.0 207 0757
0.25] 0.25— ] 050 ]
0.5+ 1.0 T
0.25
0-007‘”?_”‘_‘0-00*”‘ e 00— 0l 000l e
2.0 3.0 20 3. 2.0 3.0 20 30 20 30
(x10,000) 1 (x10,000) 60(710000) (x10,000)
1.00-]1:410.0000> 95.0500(+) 1.00-2 381 0000>2490500<+) 3.0-13:452.0000>250.1000(+) -0714:512.0000>311.0500(+) 225  $5:554.0000>311.0500(+)
AE (R |
( [I ol ) 0.75 0.75— 175
1 40-| ]
:ﬁhulE, 500 ppb ] 20 ] 1.50]
1 125
12500551
] 1.004
.--mnr-— 1 ] 1
Y se=tF R .l - ]
HAIERE : 40 ppt
0.25 0.25— ] o5l
10 |.|L Il 1 0.5 10] N
] i 0.25
0.00-1 ] 000 B e A T e e R e
2.0 3.0 2.0 3.0 20 30 20 30
(x10.000) d (x10.000) 6.00:10.000) (x10,000)
1.00-]1:410.0000>195.0500(+) 1_00,2 381 oooo>249 0500(+) 3.0-13:452.0000>250.1000(+) -0714:512.00005311.0500(+) 2 p515554.000053710500(+)
— ] 2.5 5.0 200
S 1 1 ] 1757
(<] i , !
] 2.0+ 4.0 |
12500/5#%% ] ]
BER | |
1 ] 1.254
N 0.50 0.50-1 1.5+ 3.0 1
10 IJLIIA ] ] 1.00
1 1.0+ 20 0754
0.25] 0.25 ] 050 ]
] 0.5- 10 B
E p 0.25
| .00t aNYaWESOZN il ] LM
0,00 OOO‘Eﬁ’T/%“H—W‘Tf B e e e I e e L e R
2.0 3.0 2.0 3.0 2.0 3.0 20 30 20 30
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20X RS A BSNAE

Glu_2TB MPPA_2TB Glu_2TB Gly_2TB GlyA_2TB

(x1,000) (x10,000) (x10,000) (x10,000) (x10,000)

7 041:410.00005195.0500(+) 6.0-12:381.00005249.0500(+) 1 500-452.00005250.1000G+) 50.1+912000053T1.0500() 1.25-15:554.00005311.0500(+)
N 5.0 ] 1

60 1 1.257 25 1.00-]

0.75—

STD 50 4.0é Looé 2.0—%
AERE : 20 ppt
10 IJL;IA > 2.0% 0.505 1.0—% 0.50-]

2.0
1 0.25-]
1.0d 1.0 0.25-| 0.5
e e T e e e e 'S SUSIY B/ SRS P TS D [ VN P VSE S (VA
(x1,000) 2.0 30 (x10,000) 2.0 30 (x10,000) 20 30 (x10000) 20 30 (x10,000) 2.0 3.0
7 0.41:410.00005>195.0500(+) 6.0-12:381.0000>249.0500(+) 1 50:452.00005250.1000(+) 40.151200005311.0500(+) 1.25-15:554.00005311.0500(+)
6.0] 5.0-] ] 1
(3_ I ‘ ""'(%&)juiit‘r I) 1 1.257 25 1.00
sgh ! 8 4'0{ 1005 207:
=k : 50 ppb ’ ] E
RINRE : PP ] ] ]
2500/5%MIR
=] ] b ] 0.50+
N .--nnar-— 2.0 0.50 1.0
. s eF 20 t b .50 07
AERE : PP : 1 1
1 0.25-
10 pLiEA
|-| 4. 1 ]
e S B & MRS 0.0 =l ety g g0beme e 00— 0.00-Er =l
(x1,000) 2.0 30 (x10,000) 2.0 30 (x10,000) 2.0 30 (x10000) 20 30 (x10,000) 2.0 3.0
7 0.41:410.00005>195.0500(+) 6.0~12:381.00005249.0500(+) 1 50:452.00005250.1000(+) 415120000531 70500(+) 1.25-15:554.00005311.0500(+)
3 5.0-] ] 1
60 1.257 25 1.00

[ESNABE(RIEH) | w mams
2 5 001Eﬁ¥R e 3.0—; 0755 b/ 15;
1 0 |.| L;Il * 2.0% o.soé 1.05 0.50-]

2.0
] 0.25-]
1.0 104 0.25 05
O-O*A“Nﬁ%@;‘”f\f’ﬁ”ﬁ 00 R Y soobem Y e 00— 0.00-bmtee e
2.0 3.0 2.0 3.0 2.0 3.0 20 30 2.0 3.0
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BUALIR DA A —

[$hiH])

a4t

X2 ZQ\D

s\\

7K 40mL

{EM‘E?H!H:'.BJ:U‘%% 24¥4t]

7Kt

#itiRzEwW100(cty b BEF!

A 4

SRUY MUY IR

* MeOH
E3E4YER 950pL

U>E 10ppm
OI/M 400ppm

LB

50 uL Yy ‘

BR5 >IN

(1/1)

10pL \‘,

>

31

ACN-7K

980pL

U UJ

El4H : Flash-SPE AXs

STEP 1 sUPHREY - &fF - FE&(L

STEP 2 B STEP 3 LCNE A

sl R

| 105 >|
RRRER 8/ Bk BEE
=i
BUBMIE VR o 19%MTBSTFA
50 pL (1/1) -ACN
) A
¢ [MeOH-ACN )5 inex
(1/9)
ERrT
e 1 "! 1l -
‘ e ‘ ® ‘ ' ' . C\ LCAZL =
YITIIN-T —1
| . % —
& é Bamw e P LC-MS/Ms
MeOH-ACN
(5/95)
MTBSTFA : N-(tert-Butyldimethylsilyl)- A-methyltrifluoroacetamide
L]
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DA & BRI

AS ORI MEIUNER TR S 1 ppm BHTE : n= 6

Glu MPPA GIuA Gly GlyA
EURER (%) 105 92 107 105 112
RSD(%,) 4.3 1.6 1.9 7.8 3.6
2.E+05 Glu 2.E+06 MPPA 7.E+05 GluA LE+06 Gly 6.E+05 GlyA
v =6326.1x- 4348.2 y =77168x- 57299 6E+05 |y =25557x-9304.9 8105 vy =38713x-29128 5.E405 y =23223x-28632
2.E+05 R® = 0.9906 2.E+06 R2=0.9945 5.E4+05 R*=0.9077 R*=0.9983 - R*=10.9925
g i S4.E+05 @ 6.E+05 g
& LE+0S S1E+06 < < <3.E+05
ﬁ x §3'E+05 X 4.E+05 =
& 5.6404 Es.aus g 2Ex05 E EZIH%
LE+0S 2.E+05 LE+05
0.E+00 0.E+00 0.E+00 0.E+00 0.E+00
0] 5 10 15 20 25 ] 5 10 15 20 25 0 5 10 15 20 25 0 5 10 15 20 25 0 5 10 15 20 25
Conc., ppt Conc., ppt Conc., ppt Conc., ppt Conc., ppt

7 >S54 D EHEBRKEEFEEDRL > b N
[HEROBEHALE] (4251 EHRBUKEEMHLE (SPDhD)]
. RISHERIRE, - RIGEREINEL. (85) ———
SEEENFRIFNERSE, (NENHE) . BRI, Gl SORRIRET
S BEATEAMETER, - U ESEETSEMMETES,
. FEMELTHBLOEAETORRIN . 1R DOFBEMMEL CUET BEHTHEMMEL THS
\_ RRIKCEDRES, LOEAFTORRINEDIRAEREIL )

g

BARR(EEe HF0EHE SHAS BESSE.47 .
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ZiREE e ER Hht RS

4 IRARIFUE(C K D SARFZ IR I 0 !

[ST-R100]

| ﬂﬁéww@b\ﬁﬁﬂtﬂ&:ﬁﬁﬂ ST— R 1 O O a) mg

#92em

I | 4

| . N . ..."":, )
& 3 = = | | V
i H H H | ' ST-R100%AEE

[

Smash-SPE

B ARFRRFNIBICE D)\ RI)—T'y MLE
RIS IRFY T (EH 2T IVEBICEVMET
 DARCIH U TUEE— RO HETE
mFHREEE) A PIN(BULBRFRE)
B HRY LE— RICKDEFERE

BEHREEATFIX
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a>F«4>a=>yd

R3] HNER - i #R - A
1111
’ )
z
RALRINEY (11 ‘
L} I 1 I I I I
"1 :ﬂ“ V| [ mmee laese Ty
JAPIVE 1111 IIII ALl idd4
(8) SATIE I
(iaH) I\ 7R
(B
IvFesazuY S| REE - A R - A
Tttt
z
A | I ] I [ 1 1 l l ] ]
SRRy Lbad bkl [mmas
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s\\
HU&UE@% >(
~ ° \
R > IND BN
ik SIS Kb BT RUY IR
40-(GBRKDE) mL . ACN-7K(4/1) U>E20ppm ]
= , = '100|.|L¥ l 900 pL DI >E400ppm H
— LEHE ‘ ?f/"i—)*
tjii#’b/u%'BIOg SOHL\ ’ 910 pL
25
li‘foiig)lOg » a
E=iD
194 4 |
Y FESNATS. XEDH ] )
[ I
dA>5F14>3=>% BT IIVRE| - B El+R AR 7K HEMAIE - B
ACN-7K(1/1) Y>ILaE 200 BiK ACN 200uL &t 1% MTBSTFA-ACN  200pL
#i# ACN-K(1/1) 10pL & MeOH-ACN(1/7) 150 pL
1111
WO W\l Itz tr ) !
L1 oy LLLL Yeae LU
o **** @ o ¢ émman | | | |u»
TIE e
1111 | 1 | swsenn
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blElRER & BRI

#1738 . n=5
?fi’é:;’?‘; HUik— R N-ZEFNIURY—
=) (ppm) [EIXE(%) RSD(%) [ERE(%) RSD(%)
FS5NATS 0.1 102 3.7 110 4.0
X2 0.2 89 6.8 109 10.2
54D 0.025 104 8.5 107 6.8
Z‘fi’éLEE HIiHS%—h N-PEFILI A - MPPA
1480 (ppm) [ERFE (%) RSD(%) [BUXE(%) RSD(%) [EIXE(%) RSD(%)
F5NAES 0.05 84 3.5 105 3.5 106 2.7
XK= 0.1 o8 3.8 99 9.7 114 6.9
54D 0.005 112 5.7 104 8.2 118 9.0

(EEXHE 121N ARREEFSFAMAES BEESEp.47

NS BRPOTURY — NERBRR AKGEEAMEE B B DT OMRET | . ST I S c I E N c E
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B POERFERODHHI
pSEI(E=30)

RREEH 7t ROEFES VIVE B
0
] > M
\>_© LogP : 1.83 / /' LogP:0.78 y z LogP : 1.33
g pKa:4.21 pKa:5.3 pKa:4.76
\\o
NSAFSIRRBBEIATIE
4 I
ISSAFSZRBBEIFI NSAFSRZEEHR(YIOEN KSAFS &HEo'OEN
Ha,\@\(o\/ Hc;.\@\{o\{ &@\/O\/\
\ \
° LogP: 1.96 ° LogP:2.34 LogP: —
pKa: 8.31+£0.13 pKa: - pKa: 8.4
NSAFSRZEEBRIYVIFI NSAFSREBEBEITFI
HO-__ Ill/ﬁ_ = N /j"-m__ H 1|, H:;'. a \/\_/
"*H-:/L I LogP : 3.4 L LogP:3.6
© pKa: — pKa: 8.47
\ %
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RN I O—-H K

(G4
WY —t—>, JOERF-X. Y-HU>

(3]
sl 5¢g
|— IR0 X4.J—)L-7K(95/5) 20 mL
RESFA4X 13,000 rpm 1 min

|
=098k 3,000 rpm 105>

I
55 WA

_ [ 50 %5~ )L7K(95/5) 20 mL

RESFA4X 13,000 rpm 1 min

|
=058 3,000 rpm 109

55

338
BES ——

EZF(50 mL,X5./)—)-7K(95/5)) - it LiER

[FIR]
WM EE®E 2mL D

—— 00 5 mMYIEEEER(pH4) 8 mL
SERIAR 10 mL

\%
ST-R100(ctzybh

VA E SAF
€t

| #1205}/ 8 1Rtk
| ST-R100 |

Smash-SPE PBX-2 mg : 1%

AYTAL I HRRE 8 -k

) SrR100 #9204 stk

| SRS ERERSE 100 L 1111

- =
-

|
L JAH X5/-)L-7K(9/1) 100 pL AT | ISERRE
Vi 1111

L %% 7K 100 pL } } }
LY AL (e

AITE (HPLC

N J

CRIESRAF]
HPLC : Prominence-i (&/32&4/ET)
H3L4 : Inertsil ODS-3  (R#E4.6 mmx£E&150 mmx#4E5 pm) GLYAI>X
ENME

A) 5 mM VI EEEER(pH4.0)/ 7L NI/ X5 )-ER (7 :2: 1)

B) 5 mM ST EEEER(pH4.0)/ 7ML/ A5 )-IVER (11 :5: 4)
D3I REAF : B.Conc 0 %(0-10 min)—100 %(15-27 min)—0 %(27-30 min)
H3LERE : 40 °C
X : 1.0 mL/min
RS UV
AIERE : 230 nm, 260 nm
JEAE ;20 pL
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DN BN & BIRE

TINEE : A5 ppm, HITER: n=5

RaRyYy-t—> JotexF—X X—HU>
B R RSD EIYR R RSD B R RSD
B3 RT(%3) (%) (%) (%) (%) (%) (%)
1 ZEEME 6.4 101.0 8.5 108.1 10.8 102.1 5.5
2 Vle>Bs 7.4 87.9 2.0 87.7 5.1 98.7 6.3
3 FUEMN OEFEE 10.0 81.4 5.5 75.9 8.4 108.4 6.8
4 cROFZEEFEEIFIL 15.5 100.0 3.4 96.2 4.9 104.5 7.4
5 tbrROFZZEEHHYIOE)L  19.8 93.3 2.6 95.6 5.1 101.3 8.9
6 trROF>ZEHFBEITOEI 20.8 96.0 3.1 92.5 4.2 91.6 9.1
7 eROFZZESFEHAYVIFIL 28.5 91.8 2.7 102.4 3.5 102.4 9.6
8 kROF>ZEEFEEIFIL 29.4 93.0 5.2 97.0 5.5 99.6 6.2
f:: 1. LA Uv=230 nm
. 2.VIE>EE
~3 o Fjfearas—) /\_H STD 0.1 ppm
" e me: | mmy-t-3
- S 7 NTAS EREMAYTFI A — VP
—1 W 8. N\SAFS REEHIFI S gy
%i Uv=260 nm —]
% | 2 4 5 6 7 8
= iﬁ o | i e s s e s = ;ﬁfﬁ;@"
== ~—ﬁ‘ e e = TO0tRF—X
b - ' — =AUy

== == = P == PEa = =

(B=xHt] 1 UVIOYNISA

BARBLFFS B30 FMAREEES%p.80
N\Ea5 BENRTMEEZ AR PORTFRIDTTEDRS
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TEL : 073-475-0033

E-mail : as@aisti.co.jp
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