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FURHIE 7 50uL ACN-7k ACN MTBSTFA-ACN ~ MeOH-ACN
RATEAERE 50uL 100uL 200pL 10uL(&& 40puL
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: @ Analytes MW 1F > 743_? "
Glufosinate @ N-Acetylglufosinate [M+H]* 7
-2TBDMS -2TBDMS
Oo=pP /9 Glufosinate 409 410 195, 179
CH
MPPA 381 382 249, 151
MPPA-2TBDMS GIuA 451 452 195, 179
Glyphosate 511 512 311, 295
P—\ CH-
Pj L
f o N GlyA 553 554 311, 352

Glyphosate N-Acetylglyphosate

-3TBDMS .
-3TBDMS Sasano R. et al. Foood Chem X., submitted
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m SRHHH
RS 771 ZREE Hhiti
X2 2g =y T =
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Ilfxlt5 - 109
=LIIRE : 553 20f5757R

LigHm: SEmsouL.  BRIZND
— 4 MeOH 950 pL i
T%Tlfl‘l AV F=FH—

El?ﬁ%ﬁ : 39 40015%HR
FiBHE : 9H 10 pL BIR

— b0 ACN-7K(1/1) 980 pL

U>E10ppm/9 I >E400ppm 10 pL
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sTVAHE R 40000f275#R
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——— J1>57433=>/%
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5
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LC-MS



LC-MS/MS BIES
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A s v
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E—T7 47 HXRE 10 L/min
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100 : LB : YR 50 pL
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! B Sy FIFY—
60 : !
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|
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® Glufosinate = MPPA = GluA = Glyphosate mGIyA
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Glufosinate

2.E+05
2.E+05
1.E+05
1.E+05
g 1.E+05
> 8.E+04
S 6.E+04
=W
4.F+04
2.E+04
0.E+00

y = 6326.1x - 4348.2

R?=10.9996

0

1.E+06

5 10 15 20 25

Conc., ppt

Glyphosate

9.E+05
8.E+05
7.E+05
6.E+05
5.E+05
4 E+05
3.E+05
2.E+05
1.E+05

Peak Area

y=38713x-29128

R?>=10.9983

0.E+00

0

S Bl 25

X IR E AR

2.E+06
2.E+06
2.E+06
1.E+06
§ 1.E+06
< 1.E+06
g 8.E+05
A 6.E+05
4 E+05
2.E+05
0.E+00

6.E+05
5.E+05
4 E+05
3.E+05

2. E+05

Peak Area

1.E+05

0.E+00

0 5

MPPA

y=77168x - 57299

R?=0.9945

0 5 10 15 20 25

Conc., ppt
GIyA

y=23223x - 28632

R?=0.9925

10 15 20 25
Conc., ppt

7.E+05 GluA
6.E+05 | Y=25557x-9304.9
2=

5.E+05 0.9977
S4.E+05

t
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]

A2 E+05
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0.E+00

0 5 10 15 20 25
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= i
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Glu
2.3 min

ETEMRMA A< +o

MPPA
2.4 min

GIuA
min

2.2

Gly
3.2 min

GlyA
2.7 min

(x10,000) (x100.000) (x10,000) (x10,000) (x10,000)
2.25-:410.0000137.0000( 1.381.0000/2490500(+) 40-4520000>250.1000(7) 14512000031 1.0500(+) 5,554, 00005311 0500)
1:410,0000137.0000(+) 200 12-381.0000>151.0000(+) 452.0000195.0500(+) 90’45120000}202 0000(+) 60: 554,0000)352.1000(+)
204 0
e 0]
1757 1754
60 e 50y
1504 1504 o
50 H
1251 151 o "
10 100 i 3]
- ’ w 4
0754 0754 20 0
050 05 2 201
10]
025 0251 1H 10l
0,004 000 ARy . 00+ L o o \ 0.0+ —
d T T e e W HH_HWHH‘Ho‘o‘dwummmrmw YA AR A
2.257:410.0000137.0000( .31 000024805000 403452 0000>250.1000(7) 11512000031 1.0500(+) 5554 00000311 0500)
1:410.00005137.0000+) 00 1381000015100 4520000195 0500(+) 9045120000202 0000(+) R 1000(+)
2004 00
1 804
1757 1754
60 e 50
154 1564 o
50 H
1251 151 o o
40
100] 100 ol 201
051 0751 “ 201 20]
0504 0501 20 "
10]
0254 05 104 ol
| y
Wt I W Ve wleeee e U
0 ) (x10, 35 40 (x10.000) 0 25 30 35
2.2571:410.0000137.0000(%) £:381.0000249.0500(+) 40-34520000>250.1000(7) 115120000931 1.0500(+) 5,554 0000>311 0500(+)
1:410.0000137.000(+) 00 3810000151000 452.0000Y195.0500(+) 9104512000202 0000(+) R 1000(%)
2004 00
1 0]
1757 1754
60 e 50
1504 1504 o
50 g
1253 1259 o0 b
40
100] 100] 1] 30
0751 0751 e 30] 20]
0504 0501 20 R
1]
05 0251 104 o]
3 A \ ol \
WL W ey W b e e
15 20 25 30 15 20 25 15 20 30 25 30 35 40 20 25 30 35

7 L

Gly+Gly-A

HAEE 20 mg/kg
=IRE &1 mg/kg
AIERE %0.025 ug/kg
EE TR %0.05 mg/kg

Glu+Glu-A+MPPA
BH#E{E 2 mg/kg
®RE &% 1 mg/kg
BITERE 20.025 ug/kg
EE TR & 0.1 mg/kg
16
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DN BN EHER
EE (- FHIEINE 70-120%, HHTHEL0%%EE A RAXE (HFE)
WINEE 1 ppm
20 Y15 o] YRR n==6
4= N=E =¥
100 10.0 {#”*512
< 80 8.0 I
g 60 e 6.0
B 40 g 4.0
7}
20 % 0 I I
0 0.0
Glu MPPA GluA Gly GIlyA Glu MPPA GluA Gly GIyA
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Biol. Pharm. Bull. 43, 12591266 (2020)

KETFEE (mg/kg) 91‘ jﬁ=ﬁ]ﬂnk_l-\ *_1.75‘3-0) %EEFI'L\ L T:o

FEMY - 45 Gly Gly-A Glu Glu-A  MPPA gl j(_\EL OrvAaAvY T T A
GM-1 0.97 N.D. N.D. 2.00 N.D. GM : Gly Non-GM : Glu GM : Glu-A
GM-2 1.50 ND.  ND. 1.22 N.D. 512>311, 295  410>195,179  452>195, 250
GM-3 1.25 N.D. N.D. 1.91 N.D.
Non-GM-1 N.D. N.D. 0.26 N.D. N.D. f
Non-GM-2 N.D. N.D. 0.29 N.D. N.D.
Non-GM-3 N.D. N.D. 0.24 N.D. N.D.
72071 0.41 N.D. N.D. 0.31 ND. )
7 AU H-2 0.37 N.D. N.D. 0.57 N.D.
T AU A3 0.44 N.D. N.D. 0.85 N.D.
7 A Jr-4 0.36 N.D. N.D. 0.58 N.D.
\_T AU 515 N.D. N.D. N.D. N.D. N.D.
75U 3.39 N.D. N.D. N.D. N.D.
A 1.05 N.D. N.D. N.D. N.D.
7T Y3 1.42 N.D. N.D. N.D. N.D. Gly, Glu, GluU-AOEFEEEZEHLTE-1-
TAVA 1.73 N.D. N.D. 0.28 N.D. REDRKE~DERENTS NI,

7 F IV -Hh
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