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Determination of four pesticides including glyphosate and their metabolites

residues in foods of plant origin

Liquid chromatography - mass spectrometry method
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BRI EERNE
EHIRM R RTEEHRS 4 MARAGRERHIZXBEENNE
R BIE-FUEIKRDA

1 e[

ASCAFRE T AR £ o B B A LAY CRUP R BER . N-Z B PR . N- 4B
B N-FSL SR |« RERE R S AR (3-FAEBEIR AL TR . N-CMH s - SRl BER (L
BYSRAD 5 B B FROVRORA €0 3 - o 1 BB U 78 5 s

ARSTA T AR B i v S A B R S A . R BRI B R I E

2 MIEMSIAH

R FU SO AR P A S I S AR P A BSAR S A A A T A SR e v I 1R SO
A% H IS L A RRASE T AR SO s AN HI S| SO, i iAs CBFERTA s ) & H T4
A

GB 2763 £ il 22 4 [F 5 AR £ AR 24 5 Kk B R

GB/T 6682 43 #7582 F K FUA% FIIR 50 77 %

3 R
TR IR, SRR [ AH A B, BORH (v B T BT Bl (SCAar i, AhbRii g o

4 AFR0AR

BrAE A UL, AR T AU A A ali iR, /KA GB/T 6682 e I — 2K .
4.1 RF
411 & W% (CHuCl, CAS 5: 75-09-2) o
4.1.2 TRIRA %% (CHsNOs, CAS 5: 1066-33-7) .
4.1.3 &K (HsNO, CAS 5: 1336-21-6) .
4.1.4 2% (CH3COOH, CAS5: 64-19-7) .

4.2 RiRECH
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421 ZPFRKEW: 5720l 4, HKERZE 10mL, BE, B imL @FBAKERE 1L R,
4.2.2 200 mmol/L FFR A 52 -0.05% 2 /K K IE R : PR 15.8 g kIR & H%, HI/KIEME, M 0.5 mL &K,
FFEZF A 1000 mL, TRA].

4.3 FrEm
4 A2 AR IbR S, S M A, 2% =>98%.
4.4 FRERRECH
4.4.1 FRAERER VAT (1000 mg/L) : HERIFRELZ] 10 mg CFERAZE 0.1 mg) &R 25kt , FHKIEMRIH7
BITE TR CIH R IR A B (4.5.0) e 2%, B)6-18 °C L LR 4R AF T 3R 205 BER TN I 0O (4.5.2),
ARG 14
4.4.2 TREPRUERE R (50 mg/L) = HERAIREN — & B R 2R HEM AT (44D TR OIGEBERNM
REM (450 h, FI/KEEZZE, 8618 CLUL N FMHRAE TR OHEBER NG MHBOR (4.5.2) ,
AR e MH .
443 VREPRAEAEI (5 mg/L) = HEFIRIL— & EFIR A AR SR (4.4.2) TROGSRNIGR =
(4510 T, HAKEREZZIEE, 86-18 CREAF R TR CMBUERNIEEBOR (4.5.2) , A
Wi1tH
4.5 R}
451 FEM: 10mL, RZBERFEM T .
452 fEBM, TR KEERNIGEM R
453 [EFHAEHUE: KO = CHEIR-N- S A B e I 8 G 0K, 60mg, 5FH 3mL, BAHME .
454 BOE: 5 50mL, B OIEBR R .
455 GRFLIERE OKARD , 0.22 pm, EAHY#
456 R, RIEEIENIEM T
5 {X2%
5.1 YRR - = E DUARAT BTRE BC A A O HmE 5 B IR CESD
5.2 MR JEE 0.1 mg 1 0.01 g,
5.3 B0l FEAMICT 7000 r/min.
5.4 HHERNL.
5.5 WRETRA

5.6 IR e FIHEAMEKT 200 r/min.
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6 WAAEEHF

6.1 iXiEHI&

P DIE PR AL AL GB 2763 B3 A FUMLE PAT,  HDURE B 122 [ A S b E BRI E AT

B AR BRIBEARRMEY), X TAMEEUNRE S, U E AL, X T AMABORRIRE b
A E R O PR THT b 70 BB O) BN PG AR B s o TG P R O B B AR R A 2 S R A, T
FEANRIFRAL TN Fr R BN B e AL B s U ORE iR SE VIR, 7R 0050, F DO /i R el B R TN 2
SN S TERSI I, TN S .

TR AR B, A 4 FFERK, BNHPESREIL SRR K, BNR ZIE .

BHRE S5 H A RE T 425 um FOFRHEM BT, O\ 2@ Eas .

THUBEAN I SOR B S5 78 70 TR ), TR R SRR .

R RIESERL CGHMORD B JE 780 R, TR IR,

TR 5], TN M o
6.2 HAENTF

P A B DA & T 2 A7 I T-18 °C Je DA R 2R A IRAF

7 BHRER

7.1 iR KR, EREFER

FREL 5 g 0FE OREAAZE 0.01g) T 50 mL BEFEOE H, I 25 mL K, JRIEIR S SR 30 min,
200 r/min §iZ3% #2830 min, 2 J& 5000 r/min #.0> 5 min, & =W EL 2 mL 35 H8 2 M A U (4.5.3),
B A OSBRSS mL BERLE OB RO R . RO VR A TS LUETR (4.5.6) iU,
TNROIHBEPIGHIR (45.7) , FrllE.

T RIS KR RE, RIS g fil4& 5 A OFifZE 0.01g) T 50 mL R B0 &,
EL W W L
7.2 Y. HRFR R

FREL 2 g i0FF ORAZE 0.01g) T 50 mL IR ELLAEH, I 20 mL ZRR/KER (4.2 , iRiER
£)J5R 30 min, 200 r/min JE%$H2EL 30 min, 5000 rpm &0 5 min, W EiEW. B 6 mL L& T 50
mL RO R, N 30 mL & ke, JRIEIRS), 5000 rpm B0 5 min, HUKAER CREMA
GEASESMERHH S P REEZ 00O o MAHEEEREE (453) , ¥ 2 mLKHBR LA,
B AL SEICAOE R RE, 5 mL SR OB BRSO R . RO R LR (4.5.6) iU,
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PN BRI ARER (4.5.7) , FRllE.
7.3 FMFAEFFER GERED

FREL 2 g WFE ORI 0.01g) T 50 mL ¥RIES.LAE . I 20 mL 7K, I @R 47 J5 42 ¥ 30 min,
200 r/min 3% #2HL 30 min, 7000 r/min B5.0» 5min, E=WHL 2 mL FiER, 8 R EAHZERGE (4.5.3),
B A SR BB B RS, 5 mL SR B O E BRSO R . IR VR E AL IERE (4.5.6) 1LUE,
PR OB WG (45.7) , FFIE.
7.4 tEHH

FREL 1 g ilfE CREHIE 0.01g) T 50 mL BRI E.0E S, A 10 mLIK, TRIERS]EIZE 30 min,
200 r/min #%3% $£HL 30 min, 5000 r/min 0> 5 min, & EWHL 2 mL T)E KA, 5558 % BAH AU (4.5.3),
B N AE SRR AT A RE, 5 mL SR B O E RO . IO R A ALIERE (4.5.6) iTIE,
PN OBV (45.7) , fFlE.
7.5 ME
751 RHEBESEERN
a) (it FORCAZEEA R OGRS £ AL, 150 mmx4.0 mm (42D , 5um CRIAR) , BiAH
EER
b) JEhH: A K NK, B My 200 mmol/L TREREEE - 0.05% & K /KIEW (4.2.2) o TLBHAHESE &4 0L
1
c) Viti#: 0.6 mL/min;
d) FEif: 40°C;

e) HEFEE: 10 L.

*1 REREBERE (VK

I} (8] Va Ve
min
0.00 90 10
0.50 90 10
1.00 60 40
4.00 20 80
5.00 17.5 82.5
6.00 5 95
12.00 5 95
12.10 90 10
15.00 90 10
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752 [RIESEEMG
a) BRI ARSI
b) AT AR
c) HMIZHE: -4000 V;
d) B TUEIREZ: 600 C;
e) LRI FERR IR ED 2 A TE T A S B TR T i T, i By
SR . Rk Z R R A, (RERE, RAERE. B TARIESE, 2 KR B,
7.5.3 EFRILACARETLErRZ

5 Wl A P BRR [R) SORE AL 2 R R IR 7.0~ 7,430 A AT WAL ER, 19 82 (3L R R
TR B — 5 B VR B W VA VIR, 8 2 18 i 8 VU R o K 52 040,005 mig/L 0.01 mig/L. 0.02 mg/L.
0.05 mg/L. 0.1 mg/L. 0.2 mg/LF0.5 mg/LI¥iHE 5 UL AC AR AE ARV, AR CRE e AR W 75 2k 2 A /b
TSR AT, BB G- SRS I N € - DAAR 2478 B 3 1 ) B il P T U AR bR, HEGT
S 4 5 UG P A v A VAR 0 R P A b, 50l B S DL B v AR I 2K
754 EHRES
7.5.4.1 {x BB RTIE]

WIRAE Ak 24 €0 T 068 £ 8 B T T 5 R 7 vl €2 15 08 £ % B T IRD AR LG AE, i 22 B2 76 £0.1 min 22
Mo
7542 BFFEEL

FEAH R SE BG4 AT RE S0 s B, 2 SRS S D 6 3% 06 1) (% B RF 1) 5 B R A — B, 9F B B ARk
SR T BT, W ERE R, S E a7, it B A S E TR S R
VR SEAH 4 ) PUARAEVE VAR B, AV f 22 AN B 2 2 e (Ve el DUV mT S B RE ot o A2 7 H AR AR 24

*2 EMMBTEELNRRRTRE

BTREE >50% >20%% 50% (&) >10%% 20% (&) <10%

VAR X 2 +20% +25% +30% +50%

ARIFIERIBRAED) T LC-MS/MS 22 Jo N s 0 J5 2 a3t 11 5 LB =% o
7543 EE
ANBRIEE B o

7.6 IR RBONE
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e I DC TR e AR VA VBORRE VB AR R N VRO €l - B 0 FH S ey, DR B ) T 7 R B LG e
P, D15 B A T T A 5T R v PRI TR A, AR AR R o A 24 ) e 7 7 A ASC R A F) 5 B ) g e S
Pl P, T e P 91 T S AR 48 0 VAR S AT 35 24 5 AW R S PR R AT 40 #
7.7 4TI
1% UA_E AP B A — R AT AT 150 5
7.8 EERIKHE
BRANIIRAESE, SR 56 A AR 5] (R0 s A0 BREAT P AT 4R A
8 RITHE
R SR A B L E D Blott, BEUZERE TR (mg/ke) &R, %A (1) BAK (2
E.

_ 1% X 1000 D
x 1000

_ % 1000 2)
1000

A

w———RFEP IR B &, BN e T 5w (mg/kg)

p1—— BT VU bR e ARV R A A o BB BE ST N T (mg/L)

02— —— M T UC BC A ¢4 A oy 22 b 45 280 B R VA R rh A I A 0 B R 2, B 2 0 T (mg/L)

A——RE AP A A0 ) Bt PR A T A

As— — = T T C A 1 AR ARSI 0 f JR  P DAg TE

V—— AR, AT (mL)

m——AFER R R CRRIESE. AR AR TRT R |, BT () o

THESE AR 2 (AR T, FREEEH 1 mg/kg RT3 A R+
IBEE

FEEGMRAMT, R W SIS R4 ZEARETEEER (D, SR D,

FEFIMERAE TS, SAF R O AL, R At Z EA S HIER (R, Z W% D.
10 Hfts

ABRETT RS &SP ) € B R N0.05 mg/kg (S LIHRA)
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M X A
(BRI

4 A2 LA S SC 2 AR 03, CAS SAEEIR, R AL 1,
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z R4 RIHS 4 AR CAS B %mii
1 O Glyphosate C;HgNO;P 1071-83-6 0.05
2 2 PR R Aminomethyl phosphonic acid (AMPA) CHNO,P 1066-51-9 0.05
3 N- 2, N-acetyl aminomethyl phosphonic acid CHANOP 637975 0,05
(N-acetyl AMPA)
4 N-Z IR FEH B N-acetyl glyphosate CHNOP | 129660-96-4 0.05
5 N-FR R I N-methyl glyphosate CHNOP | 24569-83-3 0.05
6 MR Phosphonic acid H,PO, 13598-36-2 0. 05
7 L Glufosinate—ammol/Lonium CH,N,0,P | 77182-82-2 0.05
8 3-HILREEE WIS | 3-Methyl phosphinicopropionic acid (MPPA) C,H,0,P 15090-23-0 0.05
9 N- Tk B Jj N-acetyl glufosinate CH,NOP | 73634-73-8 0.05
10 vl Ethephon CHLC10P | 16672-87-0 0.05
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Mt & B
(BRI

4 PR RERBEYRIBEEF A RERE. Z2EEE. BFXRIESH

4 A2 LR s 7 GREE A, LREIE . ST RES L. WK B. 1.
FB.1 4 MR IR B T A PREE IR R BT RS S

\ =T M=z Ok = a ok
z - S N 1%?15:@ %ﬁ’éVEEE %j/x: I fﬂfi%/ﬁb rz%?m/xj 1 Eﬁi%aa
1 B Glyphosate il 3.91 -30 168/63 -33 168/79 -53
2 R R Aminomethyl phosphonic acid (AMPA) it 3.07 -49 110/79 -37 110/63 -23
3 N- Tk 2 R 2R R N-acetyl aminomethyl phosphonic acid (N-acetyl AMPA) i 3.97 -35 152/63 -40 152/110 -20
4 N-Z R H N-acetyl glyphosate it 5.07 -35 210/63 -40 210/150 -17
5 N-FE 3 & H i N-methyl glyphosate 1 3.88 -35 182/79 -33 182/63 -35
6 iy Phosphonic acid it 4.10 -30 81/79 -20 81/63 -39
7 LRI Glufosinate—ammol/Lonium il 3.23 -45 180/63 -59 180/85 -26
8 3 PR AL R W AL TN TR 3-Methyl phosphinicopropionic acid (MPPA) il 4.16 -35 151/63 —47 151/133 -17
9 N- LT F e ke N-acetyl glufosinate il 4.08 -35 222/63 -61 222/136 -29
10 ZJEH Ethephon il 4.21 -40 143/107 -13 143/79 -20
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Mt R C

(BRI
ATRARER B REEN (MRM) REGEIEE

A MRARER IS R NN (MW FREAIEE, WEC 1

i 391 S 307 B 3.97 5.07
3.0e4 7000 2000
2000 2 5ed 5000
1500
‘5 1500 ‘5 20t %‘ st ‘5
@ @ o 4000 @
E E 1.5e4 E z 1000
1000 3000
10t 2000 i
0 5063 d000 k
0 L i 0.0e0 Ln 0 0 s sz FIVIAT) J
5 10 5 10 5 10 5 10
Time, min Time, min Time, min Time, min
LA B 2.5 L IR 3.N- LT 2 F AL R 4.N- L
Glyphosate Aminomethyl phosphonic | N-acetyl aminomethyl | N-acetyl glyphosate
acid (AMPA) phosphonic acid (N-acetyl
AMPA)
6000 3.88 410 4000 3.23 3.0e4 4.16
5000 15000 25et
3000
s 400D - . o 20et
= 2 10000 = =
2 3000 E E 2000 E 1.5ed
2000 1.0e4
5000 1000
1000 5.0e3
0 0 0 e 0.0e0
5 10 5 10 5 10 5 10
Time, min Time, min Time, min Time, min
5.N-F R H ik 6. [ R 7 BRI 8.3- FH AL i i 3. ik Y 2
N-methyl glyphosate Phosphonic acid Glufosinate-ammonium 3-Methyl

phosphinicopropionic acid
(MPPA)

5000
8000
7000
G000
5000
4000
3000
2000
1000
o

4.08
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5
Time. min

9.N- 2.t e
N-acetyl glufosinate

10

12000
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0
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10. 205 H

Ethephon
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ff % D
(R

AR KRAATHE

HEMR () ZRLED. 1, HIER (& ZERIIZED. 2.

#*D.1 EEMR ()

Iig ‘ o HEMR
o A TR LR 0.05 0.1 1
mg/kg mg/kg mg/kg
1 FH B Glyphosate 0.0184 0.037 0.28
2 R 3HT Aminomethyl phosphonic acid (AMPA) 0.0212 0.038 0.29
3 N-Z R FEBEAR | N-acetyl aminomethyl phosphonic acid (N-acetyl AMPA) 0.0178 0.035 0.28
4 N-Z TR H B N-acetyl glyphosate 0.0179 0.033 0.28
5 N-F LB g N-methyl glyphosate 0.0144 0.031 0.26
6 JBEmR Phosphonic acid 0.0167 0.027 0.23
7 BRI Glufosinate-ammol/Lonium 0.0184 0.033 0.26
8 | 3-H BRI N 3-Methyl phosphinicopropionic acid (MPPA) 0.0158 0.027 0.27
9 N- 2Pt B g N-acetyl glufosinate 0.0204 0.034 0.25
10 v Ethephon 0.0175 0.033 0.26
< D.2 BINMHER (R)
e , - FEER (R
B L& JEILAL TR 0.05 0.1 1
mg/kg mg/kg mg/kg
1 T B Glyphosate 0.0264 0.044 0.41
2 PR Aminomethyl phosphonic acid (AMPA) 0.0247 0.049 0.38
3 N-Z.BF& & #RR | N-acetyl aminomethyl phosphonic acid (N-acetyl AMPA) [  0.0255 0.049 0.37
4 N-Z B H 3 N-acetyl glyphosate 0.024 0.045 0.40
5 N-FFJEBH 3 N-methyl glyphosate 0.0227 0.045 0.36
6 iz Phosphonic acid 0.0240 0.039 0.41
7 T Glufosinate-ammol/Lonium 0.0281 0.048 0.39
8 | 3-FEMEMIVEENIR 3-Methyl phosphinicopropionic acid (MPPA) 0.0200 0.036 0.43
9 N- LT B % N-acetyl glufosinate 0.0220 0.037 0.40
10 2R Ethephon 0.0212 0.040 0.40

10




	时间
	min
	VA 
	VB 
	0.00
	90
	10
	0.50
	90
	10
	1.00
	60
	40
	4.00
	20
	80
	5.00
	17.5
	82.5
	6.00
	5
	95
	12.00
	5
	95
	12.10
	90
	10
	15.00
	90
	10

