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LogPow= <-3.2(pH2-5, 20°C) N-Acetylglyphosate(GlyA)
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TBDMS (t-Butyldimethylsilyl) {bIC&k3/E (L \
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=i MIBSTEA {EARE(E
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O

Glyphosate- 3 TBDMS(Gly-3TB) N-Acetylglyphosate-3TBDMS(GlyA-3TB)

DRSS R— b & DRV DFHEHEY)

CH
O—TBDMS TBDMS—0O 0= ] O-TBDMS
| |
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b —> =) T mEER R S L/ A
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ACN-K 100 pL (/D) oouixa  -ACN
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| LL ‘i ‘i S
BRUIT MUY OIR Y P j'i'ﬂ ) j!i'ﬂ ) & D P D Me?ll-/l-g,?CN
U >#g 20ppm Y & Emms |5 vy
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100pL ‘ Ry >IND 80uL ‘ (4/1) \ \ \ RUFOEL>
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LC-MS 8045 (EiE&{Frrtl)
2P S A : InertSustain C18 A ALE—R : ESI Positive
glaozigrgr:;cmm i.d., 3 pm, GL Sciencestt) 2TSAH—HZ : 3 L/min
RSA>DHARE : 10 L/min

ik : 0.2 mL/min E—F4 VO HARE 10 L/ mi
—_5 - = - min
e e ACH DLEE

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
E—oikit —_—
5 o FKIZ—EIE L)
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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
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1.0E+04 2.0B+05 5 0E+04
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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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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
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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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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

TB : TBDMS (t-Butyldimethylsilyl)
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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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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 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>
|
& KA
28 [ 50 %5~ )L7K(95/5) 20 mL
RESFA4X 13,000 rpm 1 min

|
=058 3,000 rpm 109

55

338
BE —

— b

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%

AVTAYS HHEE e - ke

) SrR100 #9204 stk

Bl

Sl
—_—7 7

| SRS ERERSE 100 L 1111

.__
R
-
-

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

L 5% K 100 L ) ) )
wunulPl LML

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

AINERE ¢ sANERS5 ppm, BH7E8 : n =5
AaRY—t—:3 JotexF—X X—HU>
B R RSD EIYR R RSD B R RSD
5354 RT (%)) (%) (%) (%) (%) (%) (%)
1 ZEEME 6.4 101.0 8.5 108.1 10.8 102.1 5.5
2 VILE>BE 7.4 87.9 2.0 87.7 5.1 98.7 6.3
3 FUEN OEFES 10.0 81.4 5.5 75.9 8.4 108.4 6.8
4 eROFZZESHBIFIL 15.5 100.0 3.4 96.2 4.9 104.5 7.4
5 eROFSZESHBEIVIOE)  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 pfEac /\_H STD 0.1 ppm
| s ANyt
S [ e e
N i || © E— o ;I A T B - § e G [
%: ! Uv=260 nm ]
% | 111 4 5 6 7 8
S g STD 0.1 pprm
%:“J ~—ﬁ‘ — -"“—*’%"'*/‘\'\ = TO0tRF—X
< : — =AUy

BEYH OARRMEETS H30mES AR %@gaﬁp 80

=

.1 UV’]EI? NS A

[BERUEEZRAVVEERPORTFRDITEORRE NEEG, B=cic, AEEN AR

AiSTI S

4 BHE— 12 BB KRS T A AT YA IV X 2R ER A F R FED
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**I‘T@%ﬁ L EEENRMNES (ST-L400) (&

OSRFER AO02
6A5H(A) 10:00~12:00

[RmPPFASDOHEIDHEDERF ]

OINBERL, (kLR E—12, FlGHEN2 FAEBE2, AILS
ISR T A AT A IOR, 2E2EPNKEERSE
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EHDOEHRZRAVWCZERRZITVET,

(54553 5]
. B

. 2O |
Gy h
TREEEER  —HMA(STQEY) -
TREREEER  (EHBISMA 5o

g
- BIYIRERR i sh
- HES RKRE =i
Smart-SPE

XSolid Phase Extraction Technique with QUEChERS method
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MJ ZILIcE D EEHRICLS -
BROERS B R B0

ACN-7K — T -ANFH >

R (ACNE)
i £ ? y
‘ B2 I C18-50 mg : A& BERHA I C18-50 mg
( SUSTHRYS SUSTHRYTS
o GCK-20 mg
NaCIZGE®R
- - BREE
@ C18-50 mg CIOSKRIA R PSA'30 mg
\ us ik
I - Bt RS
\ susomey  RE k I\ ) R=ES HK j
PREME
A  AEHEDB LS mx —A
- HEXE
Vs e 7

E#EUZEHEoD

var £SL]
ErE(RERe) i
sy Ak K W oA
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m EHOEHE AV SERAROEEILE gem———
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Riatntg JLA5> b FST-4000 !

L
n o o# .

g N 70y
U/\“ 5\\ <
\ 3500r pmd)ra:ElEI!n |

quwm) VTILE
— 7 ARAy FEEE
©2 |

NE[E1%5 TR
BEETHRITBYN—-RIFya

BAZEAIIC K 5 - EXEEaES
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PR RS A7 A1 ARGHHRE
B RSP REEBCHRT BT ETIIIY—RIC !

XA CRAEFCIRIENE T, A TEEZRURRVD TR D EFEARN (CEDD FE A

RERED AU v FO RERBD AU v F @
4 i N/ d )

(X5 —iR(CHlD < #5FE] [ZRIEHH(C K DERDETEHLH]
RO EDT X (CII—1E mifEE—Y (IBICHREIESY) BhEn
B Eimp R CHLU VGRS m)\v oI35 REHIRSN3 AL SHD

1 TIC v - AR

@ N N

-

A

| @ -
| \ { malan |
PEG PE PEG PEG><
| R
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\_ ENENOIOYMIS L (TIC) -/
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TEL : 073-475-0033

E-mail : as@aisti.co.jp

h—ANR—-3 : https://www.aisti.co.jp/
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