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Method of Test for Pesticide Residues in Foods- Multiresidue Analysis of Polar

Pesticides and their Metabolites

Lo * g6~ S 2 " SR d0 B A7 £ (glyphosate) 2 38
PRI05BREREAT 2 05k

2. ¥ %k D HRMEEFERG o Ak AT R BT # & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 7

2.1, %%
211 ReAn kAT @ BT K
2.1.1.1. 33k 7 E 3+ i (electrospray ionization, ESI) -
2.1.1.2. & 454 : Thermo Hypercarb > S5pm > p 221 mmx 10cm > & f
2.1.1.3. %3 ¢ 4L : Thermo Hypercarb > Sum » p 2.1 mmx lcm: &
e A
2.1.2. # #=4(Grinder) -
2.1.3. #4325 % (Blender) -
2.1.4. >R £ F(Vortex mixer) e
2.1.5. B & A Pk F 321 15 (SPEX SamplePrep 2010 GenoGrinder® )
1000 rpmr2 b oo B e 5 o
2.1.6. #r 45 (Centrifuge) : 7 25000 xgre b > ff iR B ¥ E15C L™ o
2.2, WE VR KRS Y R ER T R AR A T 4 g k(e
T2 CF I8 MQ e -cm F) 5 EpiE 210578 L Z4pe
&R L&) -
23. BEL 2
231 g 1 50mL > PPHF -
232. ZEFL:1mL~10mL% 25mL -

1
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2.3.3. g% 1 34720.22 pm > PVDF4£ 5 -
2.4, FHz Y
24.1. 71%° paz ? AR
7 210 mL > 4 ¥ A% % % 11000 mL o
242 51%" ghz 7 f 4 33 k(L1 vVIV)iB R
B 1% fR2 Y AR e A 4T ko 11 L (V)R BIR g o
25, HddpinrL AW
251 B ip3RA:
P-7 EE50 mL ~ 2 A3 k940 mLE REFELIO ML - R £325 0 gk
Wig P ISR IRA
25.2. #4p% B!
P~7 AE990 mMLZ /KA AL10 mL v R £355 o vURCER 0 PRk
T#H#4pi% RB -
2.6. MR R2 el
B’*E‘&%i}% B R L 25y 0 HAERL T A W d Bk
FI25mLo TS ERERR L BREFRRTT o B BRI E L
£ 1% B2 TR 3 k(UL V)RR R 2L
ng/mL > B TR R o
2.7 Wiz W
Reig Mo retof - 2o 29 Mafl e B3 c gy o o r 3 450K
10mL #% 10 A48 4 r» $ 1% B2 " @R l0mL g1 3
i E%ﬁwﬂ i F 32842 1000 rom 4= i 5 A4 1 E ARy 1 o da
#5 > %+ 15°C » 5000 xg &~ 10 A 45 > B~} -,-')a’—;.z 500 puL (a) > 4r » 5 1%
PRz P R4 AT ok (L1, V)R R 0 @ REAE 3 1000 pL (b)- iR 355 o
iRk is 0 HITHRR o
28. AT T RwERYT
Pozov il 2278 R ik 22500 pl (@) 0 A Wt » R E
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% 5~100 pb > £ 4 r 7 1% Bez T AR L 2 A3 k(L vIV)iA R o
@AM 5 1000 pL (D) - R &35 > RIFAFT TR ERBZR > BT A
FREEadr ot RERESLLEGH 0 BHEL ERFRA
% 1% 0.005~0.1 pg/mL 2 & 7 ™ fietk £ 4
e Ap R AT 8 T RE R A ARl g )
& 47 ¢ : Thermo Hypercarb > S5um > p j£2.1mm x 10cm e
#-3% ¥ 1L Thermo Hypercarb » 5 um > pj22.1mm x 1cm -
FHEAB R AREBRMT AHR AT

P& ¥ (min) o3& (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

95— 11.0 02—04 50 — 50 50 — 50
11.0 - 18.0 04—-04 50 — 50 50 — 50
18.0 — 19.0 04—-04 50 —» 10 50 —- 90
19.0 —» 22.0 04—-04 10 - 10 90 — 90
22.0 —» 22.1 04—-0.2 10—-100 90—-0
22.1 — 30.0 0.2—0.2 100 — 100 0—-0

A& t5ul o

¥HIE R 40T -
£ ¥ 7 & (Capillary voltage) :
TOEAES a3 (ESIM)Ek* 3.2kV >
TOEAES v f a3 (ESD)H* 1.6kV o
& 3 JnE & (lon source temperature) @ 150°C -
% 12578 & (Desolvation temperature) : 500°C o
itk 4 % ¥ 02 (Cone gas flow) « 10 L/hr -

% B4 4o i# (Desolvation flow) : 800 L/hr -
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opes 0 2 £ & g Rl(multiple reaction monitoring, MRM) - 18 B
.+ ¥~ 124k 44 7 R (cone voltage) i i £ (collision
energy)4etit & o
o PR ER A AR T ORI Y 2RE R T L2 R
FRERE
2.9. FHFE&E 7 ER A
29.1. AF 7 pi& € :Z (Matrix-matched calibration curve method) :
HREP A2 AT TRRERZRLE O pb & B2~ ik 47 8
B R ok 288 R F AT iR E AT T R R AU R
SR FGREEE S E R R R Ogu L o £
THARESA R EREY L RE2Z 7 E(ppm)

) R CxVxF
e L REF2ZZE(PM) = T

Cid AT mERRIRZY & L F2 kA (ug/mL)
Vo EBPH 2 2 3T k2 5 1%9 fez T AR R A% (20 mL)
M: B4 4782 £ ()
F s d ba @

TUARHE S RAY LRI HE IR I H2 LG A (S
100%) » % 3 # Fl4eT

AT 55 R (%) F 3 (%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50

2.9.2. & ‘”‘"’T 4v ;% (Standard addition method) :
AT E Pk 278 B2 P ik 2 500 pL (@) 0 A W4 ~ 1 pg/mL
2% 0~100 pL > £ 4c ~ 3 1%"7 phz. ® f% ¢ 2 33 K (L1, vIv)ia
o RARSE G 1000 pL (b) 0 R £304 0 i E R Eg kR 2 0~01
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ug/mlL » &gk > & 2.8. 85 227447 - )I* B2 % e o
B R FERORR > WIERERFS Sy =mx+n (doFl- )
l,,;g‘rylj—‘ia —\.j\ ’]‘ﬁ%ﬁ“‘ ég%’ /‘-E_(ppm):

Y=mx=n
m: &
n:Y-#%3E
=0
ERE Y Cx=nim

b iR (pgimlL)

Fl- AR S 4k SR i 8

) . CxVxF
TR Y IS 1 v

C:d nm$£@#ir? & B &2 kR (ug/mL)
ViIEBiz L3+ k2 7 1% pi2 7 fRi3 84 (20 mL)
M: Pt € £(9)
F:iFf#sd J bafi
il AR E2 R ERL L B &3550.1ppme j24 1 AMPA 0.1 ppm
o FER SRR R R TR
2. Bir A s e g AR A AR PR ot > HB iR
BRANZ %A pL 2 T RIR IR g 0.3 mL/minit 154 48 0 F 1Y

Ny
g

R

GFAE RO RAEFT RIS 0 R AR T N
e T

3

(1) 2o Bp2a e FRAE 29 BA 275082
iR SRR 0 BIETEE L F 0 iR o

(2) T @2 r v wir20pul A~ rip AT B
Sk o 2288682 44510515 0 £1 ~ 0.1 pg/mLiss
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FEEER RS UL > fj‘f—' HEAGR BT F TG ETE R D e
FERIF L FTRER S P kiR AT ARG rAR 0
A L~ FRIA TS LY 3% > * u T rE IR o
4. REAGTEFE ARF T (fosetyl-Al) 11 4e2 g5 &4 2 3358 0 AR

w
e
#

!

-

% (glufosinate ammonium) 2 & & 4x 8 2 & 3 315 5 FRE N
(N-acetyl-glufosinate) 2 # Z 4p @2 & 3 3-8 o
S Wiy B RAREF LR BA T
Y 2 [EJ% :
1. Anastassiades, M., Kolberg, D. |., Eichhorn, E., Benkenstein, A.,
Lukacevi¢, S., Mack, D., Wildgrube, C., Sigalov, 1., Dork, D. and Barth, A.
2015. Quick method for the analysis of residues of numerous highly polar
pesticides in food of plant origin involving simultaneous extraction with
methanol and LC-MS/MS determination (QuPPe-method) — \ersion 8.
EURL-SRM.
2. BE A CPIUr Rl A FAe 21T ~ BORAC BRI FE
£ o2013c s AT REFLRHITY c FrRiFriF e REF L
hp FRELFEFEL -
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tE s B F 10 REEE2 FEF BB Sl
A A5 4 TEHFH L4 3
z we P Ti?; W ERHES (M/z) > | R4 fn:z W ERHLF (M/Z) > | R4 ffz
Afg+mlz) | TERNV) A f s (mlz) | REV)

(eV) (eV)
1 Glyphosate L E = 170 > 88 16 10 170 > 60 16 16
2 AMPA! B R N ESI- 110 > 63 33 16 110 > 79 33 16
3 N-Acetyl-AMPA R N B ESI” 152 > 110 24 11 152 > 63 24 19
4 Glufosinate F M ESIY 182 > 119 26 18 182 > 136 26 12
5 MPPA? FIRLE N B ESI” 151 > 107 24 16 151 > 63 24 22
6 | N-Acetyl-glufosinate FRLE N B ESI* 224 > 118 16 18 224 > 136 16 22
7 Ethephon FleA £ 3 ESI- 143 > 107 14 9 145 > 107 14 9
8 HEPA3 PR EdelE A S ESI” 125> 79 24 19 125> 95 24 17
9 Fosetyl-Al iG gk ESI- 109 > 81 21 14 109 > 63 21 18
10 | Maleic hydrazide E A = 113 > 85 38 15 113 > 67 38 18

! AMPA: aminomethylphosphonic acid.

2 MPPA: 3-(methylphosphinico) propionic acid.

® HEPA: 2-Hydroxyethylphosphonic acid.
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5% KT
100- 266 Glyphosate

6.33
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00

00, 155 AMPA

(©)
100

200 400 600 800 1000 1200 1400 1600  18.00

(D)

100+ 238 Glufosinate

200 400 600 800 1000 1200 1400 1600  18.00

(E)
100+ 577 MPPA

200 400 600 800 1000 1200 1400 1600  18.00

100+ 280 HEPA

200 400 | 600 800 1000 1200 1400 1600  18.00
502 Fosetyl-Al

200 400 600 800 1000 1200 1400 1600  18.00
100.- 972  Maleic hydrazide

v Time
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00

Bl ~ 1 LC/MS/MS %~ +7Glyphosate (A) ~ AMPA (B) ~ NAA (C) ~ Glufosinate (D) ~

MPPA (E) ~ NAG (F) ~ Ethephon (G) ~ HEPA (H) ~ Fosetyl-Al (I)* Maleic
hydrazide (J)## 52 MRM & 17 Bl :#



