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Method of Test for Pesticide Residues in Foods - Multiresidue Analysis of Polar
Pesticides and their Metabolites
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2.1, %%
2,10, ARk T8 K
2.1.1.1. 35k : T+ 1 (electrospray ionization, ESI) o

2.1.1.2. K +7¢ : ThermoHypercarb > Sum > p j22.1mmx 10cm > & F %

o
2.1.1.3. ¥ ¢ 4L : Thermo Hypercarb » 5 pm > p j22.1mmx 1cm s & f

2.1.2. # #4%(Grinder) °
2.1.3. #+35% F(Blender) -
2.1.4. R & F(Vortex mixer) e
2.1.5. & &~ 474 % ¢ SPEX SamplePrep 2010 GenoGrinder® » 1000 rpm 14
o AR E
2.1.6. &t 8 (Centrifuge) © ¥ i£5000 xg/t b > rHliR A ¥ E15°CrLT F -
22, FREE IV RLE RFERLIDR Y R B T BRER Y R Ap R AT e 2 BT k(v
T3 25°CH F18MQ-em ) Bk 375 L B2 H R L8
(ST L) e
23 BEZ 454
23.1. w1 50mL > PPH I -
232 &% ImL~10mL% 25mL -
233, JRM 34 20.22 um > PVDFH -
24, Bz W
24.1. 71%" paz " fRiaR ¢
P~® F10mL > 4 ® fF 2% 3 1000 mL o
242, $1%7 Bz 7 f o 4 a3 k(11 vV R
7 1% Rz P pRIAREIE Ik L D1 (V) BR S o
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25.1. B ARRA:

BT FRS0mL ~ 4 #tF -k940mLE AkEEAIOmML - R £ 355 0 SR
Bk PRIk A AR R A ¢

252. B#4pi5iRB
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2.7.
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P-® FR990mL A RAEFLIOmML R £353 > gl 0 Pt & F
# B A5 R B o
A 2 Fe ]
B"?E}’i%ﬁ? B %*’%F‘F’* ’Fﬂi% ek X)25mg o M AR 0 A R g ok
BfET R F 225mL o (TEARE Rk 0 4 REFREET G o TRt R E 2
4{;‘%—}1)%!,,3 L g %— ez @ pg @ 2 A oK1, vIV)iB R Il
pg/mL > & R R o
W2 AH
Bt R RO B X Qg ML BANH O E Y o e r 2 BTk
I0mL> #% 10 #4858 4c > 7 1 %7 f2 " 332 10 mL > g 11 3
@ AT R 2482 1000 rpm AR S A 4B R TIIRT 1 4
t6 2 % 15°C » 5000 xg &< 10 4 48 > P~ F 5% 500 uL (a) » 4 » 7 1%
VopkzZ P OpR 2 BT k(1 v/v)iB iR R B4 5 1000 puL (b) iR @ira’g .
q‘,}%& L_@lfé]g  EITHER o
AR T REERET
Pozo A 22783 W2 iR 25500 ul (a) 0 A 4 » 1R
B S~100puL > £ 4 > 7 1%" Baz. 7 f% ¢ 3 33 KL, v/v)ia R o i@
Ak 5 1000 pL (b) > R 5353 > B FAFT T pedg £ R R - =T A
l—«iﬁln\%‘rf’fpﬁéﬁﬂ—? e o B R L REER WIF
0.005~0.1 pg/mL 2z & 7 ™ fe & £ 5
An R T B B R R A TR RE 2D
& 47 ¢ : Thermo Hypercarb > 5 um > p j£2.1 mm x 10 cm ©
#3% ¥ 1 Thermo Hypercarb » 5 um > p j£2.1 mm x 1 cm e
I APk CAREBIRMUT IR A 4T

F¥ ¥ (min) % i (mL/min) A (%) B (%)
0.0 > 9.0 0.2 —0.2 100 — 70 0 — 30
9.0 9.5 0.2 —0.2 70 50 30 — 50
9.5 11.0 0.2 — 0.4 50 550 50— 50
11.0 — 18.0 0.4 — 0.4 50 550 50— 50
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18.0 — 19.0 04—-04 50 — 10 50 —90
19.0 — 22.0 04—0.4 10 — 10 90 — 90
22.0 - 22.1 04—0.2 10—-100 90—0
22.1 — 30.0 02—-0.2 100 — 100 0—0

A~ 15uL -
TR A 1 40°C -
* ¥ 7 & (Capillary voltage) :
TRYSF i3S (ESINH4x* 3.2kV
T 3T (ESD#* 1.6kV -
#r3 7R & (Ion source temperature) :© 150°C ©
7% ¥4 478 & (Desolvation temperature) : 500°C o
B HR4a F 1870 (Cone gas flow) 10 L/hr o
% 4T 470w :# (Desolvation flow) @ 800 L/hr o
MRS ¢ % £ F & 14| (multiple reaction monitoring, MRM) - 1§ jp]
S 4 - B4 44 7 B (cone voltage) ¥ i 42 it & (collision
energy)4ctit 4 o
b EERRI AT R VR R Y 2 RE > R TE E2RE

Tt

=
29, #FRERE P
HAREEP R 2 AT BHUBRE SuL o A BIL xR Ak 478 5
@ﬁ@a,w28$ﬁﬁ@ﬁﬁﬁ’ﬁ%ﬁﬁ%? et £ 803 R 7@
HELFGERTE S EF B RAPHES B RO X RT3
FREREY L R#F2 7 E(ppm)
CxVxF
WAge fRFLZ L (pm) = —
C:4d z%’?wﬁa*ﬁ MEEFHRRA r%%i?‘%}i(“g/m)
Vo ED Az 2 I ok2E 5 1%7 fez P ARA R B4 (20 mL)
M: P a 7tz £ 2(g)
F : jﬁﬁrﬁ Z#c d blafi®
APHAET R AT H RS HL R G A
(£100%) > FF§ Fl4cT

*.‘3

0 FHALS 5 7 (%) it 1IG)
> 50 +20
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>20~50 +25
>10~20 +30
<10 +50

Rt l AR 22 T E®RTY AR ESL01ppme
2. K ’H?Z‘V”‘ Br o AR L N EPFER R BB RE
BR A7 1%AEpE 2 T RIR IR g 0.3 mL/minit 154 48 0 F 1Y
SRR EZIRPEFFRTE B2 R AEE TS
4+ L
(1) ?; PRRIEZANIEFART 220 R 2780 W2
L Fir o BB im s o i—‘nvi'g:‘—? 2 20 kiR o
(2) THEFN I EB R0 RR20pl o A N AR R TP B
R O R28.FIEELITI0K {8 0 £~ 0.1 pg/mLEFEE
A %S5 ul o ’T}“” AEPRA T FRHTELTE R o
3%%’-&*11»}‘”~%3’F&F’3§'—1n?ﬁ%«‘3 é’?%ﬂ—‘m;“ﬂ'é—)ﬁl 7L
AT R » R RIS UL 3 0 0 bt
4. RERT L E ARF T (fosetyl-Al) 1 g2 45 & 4 4 F 3 5 BIME
(glufosinate ammonium) ' % & 4& 8 2_ & 3 25 5 5 B E & B (N-
acetyl-glufosinate) ™2 % 7 4 B2 & 325 o
ST R RER LB TR A P
B o e
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100+ 2.38 ) m/z 182> 119
i Glufosinate
*
0 -
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
2.66
s  Glyphosate m/z 170 > 88
&
ol 6.33
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
5.02
100 b
o Fosetyl-Al m/z 109 > 81
o:
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
100+ 822 m/z 143 > 107
i Ethephon
*
7.t ST S S
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
577
100+ ) >
E MPPA m/z 151> 107
*
0 -
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
879
1004 ' m/z 224 > 118
i NAG
*
1
2.00 400 6.00 8.00 10.00 12.00 14.00 16.00 18.00
100, i m/z 113 > 85
= Maleic hydrazide
o ‘ - Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00

B ~ 12 LC-MS/MS 4 #5 Glufosinate % 778 . %1% # 5.2 MRM +7 Bl 3%
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W BEE THEMLEL S EF R RIS 2k
m AT A B T
Ay ags(mz) | TRV) V) A= (mz) | RERN) (V)

1 Glyphosate L E ESI* 170 > 88 16 10 170> 60 16 16
2 Glufosinate FRL R ESI* 182> 119 26 18 182> 136 26 12
3 MPPAZ! FR T B ESI- 151> 107 24 16 151> 63 24 22
4 | N-Acetyl-glufosinate FVR R P ESI™ 224> 118 16 18 224> 136 16 22
5 Ethephon FlrA & & ESI- 143 > 107 14 9 145> 107 14 9
6 Fosetyl-Al A ESI- 109 > 81 21 14 109 > 63 21 18
7 Maleic hydrazide Fry % ESI* 113> 85 38 15 113> 67 38 18

 MPPA: 3-(methylphosphinico) propionic acid.




