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Determination of 60 pesticides in raw feeds —

Liquid chromatography — tandem mass spectrometry (LC-MS/MS)
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FRIAFRL R 60 MRARNE REBIE-FUEIKRE

1 el

AT T E xR TIN5 s o0 A 24 [ RURH 1 - B VS 5 R I 5 ik
ASCARE T SRR T AR R B 60 A4k 2 (1 7€
AT AL H PR E B PR DB SRA

2 HsuMsImAxH

TN AUSCAE R P9 A I SO R 5] R AR ST A AN BT D [ AR . e v H I 51 R SO,
0% H X B I RRASIE A A H AR S SCtE, HEaeA (BFETE e EH A
A

GB/T 6682 43 #5256 = F ZK FAS A 36 75 1%

GB/T 20195 Wikl R FE R 4

3 ABFMZEX
ASCAFBEA 3 ZE € MIAREAE 3o
4 [RIE

R 60M AR 2522 LGB . 7> B AR A BGEAL, VO (i - R B BT A I 5, o UL AR
HEVRTBIHE, SMbRidE & .

5 FEAR

BRAESIARE, AXE A A Fr 4k .
5.1 JK: GB/T 6682, —%.
52 HEE: tikag,

53 OB titkal,
54 HgE: Mikal,
5.5 ToKBRERER .
5.6 AHH: ikl
57 HZR: figal,
58 CLFR4HE: ikal,
59 Mok fikal,
510 RAEE: figal.,
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511 IEcke: ik,

512 L. ik,

513 HWERE/KER (2mmol/L) : FRHEL0.1261 g HRE: (5.5) , F/KEMIHFERZE 1000 mL, JEAT.
5.4 RAFRERE ST HERFRI 10 mg CFEHIZE 0.01 mg) RZGPRAES, 258 T 10 mL A% A 25 &
i, FHEE. N OIEEER RILHR A Wit wE2 215, |5, WE 1 mgmL, —18°CLA
NEOGIRAE, AR RS

515 RAGREWREEE: 2l BI0E R R ZAAEMSER (5.14) T 100 mL A=, HHEREESE
ZZIFEIRE], BB MIKE 10 pgmL, —18 °CLLR{RAE, HROW 1 ANH . WRLHRE. FHREMER . F2E
B EEREE. FRIEXTERE . mbER, ZRERERIAR IS VTR G LT . B SRR AR 25 TR A BRI T
516 BB T &EAT 50mL BOE.

517 SEEIUEAM R 4 ZRE-N-TI ISR R (PSAD 400 mg, 40 um~60 um; A7 sS40 B
(GCB) 60 mg, 40 um~60 um; —+/\Fidkfkkit SR (Cig) 400 mg, 40 um~60 um; HBREREE 1.2 go
518 fHSLIEME: 022 um, HHLR.

6 /K&

6.1 VAR EIE- BT BOA S TR
6.2 KF: FE 0.01g. 0.00001 g.

6.3 LML FHEAMLT 8 000 r/min.

6.4 WA AR,

6.5 INIEIRE .

7

F%GB/T 20195% 438 FE, F/0200g (BLTEI) , a4 43 n @ id0.425 mmfLE kxR
i, FRATIRE], BNEHES T, —18CLL AR &M . BCEERAARE . ¥ —5, HIERFMY R
BERF TR A1, A WA /N T 7925 8 B BR30% AR R i, 1E N AR .

8 NS

8.1 #EH

AT RS . FREGAFES g ORSHIZ20.01 g) 50 mL¥E R .0 F, JIA1S mL/K (5.1) iwjiE
REY, #E10mine IA1S mLZNE (5.3) WHEHEE min, B4R 7 (5.16) , FHIIA6 g /KR
FREE (5.5) M5 gZIRAN (5.12) , wjiEdk¥1 min, 8 000 r/min&5.C»10 min.

8.2 &t

B9 mL_FiR Z EHEEE (8.1) F50 mLARLEOEH, I BUE A AR LA (5.17), BLadfE
ZIRRE, WWHEIRY 1 min, 8 000 r/min.0>S min; HEFINS mL FiEW, T40 °CEWE/NF1mL, FH
OHE (53) BFEZEImL, 1BE, HEELIER (5.18) i EEHEFE/NE A, R,

8.3 ERILACESIFERTIIRR
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A AR dh, 1%8. 1 AN8 24 BAT 2143 3L IR, 70 IR BUIR 24538 S ARV (5.15) &, 40 C
THEAREILT, P AT RGEAT AR, BCH AN R 12 SR VL AC TR & bk 2R 91 T

8.4 MZE
8.4.1 RHEBIESEXG

BEAE: CgfE, K210 mm, HWE4.6 mm, Fiff3 um, SCHEREMZE .

FEIR: 30°C.

JiE: 0.4 mL/min.

BEFE R S L.

WENH: A: 2 mmol/LH MRAZ /KA (5.13) 5 B: HEE (5.2) , BEEMEHIEF WEL.

R BERBERF

fiF [A] WRGH VIV %

(min) A B
0.00 60 40
1.00 60 40
3.00 40 60
10.00 20 80
13.00 5 95
17.00 5 95
18.00 60 40
23.00 60 40

8.4.2 Rit&EEH

HE T BBIEHEE, EE T (BSIH /MABETHA (ES) .

BRI 500 °C;

FWASIETT: 40 psi

INAERBY K J7: 40 psis

A 30 psis

B TFIRmES HE: 5500 V/-4500 V.

2 I NI BERR A 2500 ik X E R T, W T . AT T AN B 2 R
WS By B A o A RhR 25 AR BE I TR) S S8 BB T B MR B RIS T S S, S L
B.

8.4.3 EFRIEIERTIERMIRERRNE

FEAX AR I AR 0 R UG R A AR vEE R VIR (8.3) AR (8.2) LALIIE. J
J5 UG R 5 b v VA VR 22 5 7t € 1 P12 LB 3R Co

8.4.4 EM
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FEMI R 26 F T 5 BRI -5 22 Joit DG T T 5 Ao vHE 28 970 980 P A D00 00 1 ORI T Xl 22 7 £
+2.5% 2 Wo RIERALEFNEVER T, B B A e TR & 7 AR B 7R SRk 4%
AT PR 0T DG P 7 2R VA R Ok IS (R SE PR S T AR B8 12, AN R 2 B e, AT
T R by A AR LR A U

F2 EMNENEMNBEFEENRKLITRE

AR PR (%) >50 >20~50 (&) >10~20 (&) <10
BRATFRZE! (%) +20 £25 +30 +50
8.4.5 EF=

I AR B BE R A b, 8 B 1 B I T AR (AR NARAR, AR L, ARk
i 2 FRIAR 5% R BN AR T0.99 0 1R I VRS A HE VA VB o AR 00420 1 2 220 7 A5 85 e ) ) 28 P S TRl A
U Y 2 PV ], 7 T R R VR VR v AR B (B o UL FE AR VA B A A S R i 2
Mg o B RiAHEE B, BRIV A DU (9 B8 55 b VAR AT 22 AL 30%

9 HIEKIELIE
PR R AR & B U E D BwRor, BEUZWE T (ngkg) For.

e 2 20 (D
we P xAxV x1000

POy o T (D
A
p1—E VL BLARE TARR B gAY B B R S A RUE, AN Z R (mg/L)
A R R A U A0 1 o % P U T 5
Ag——FE 5 UG BCARE A T T B 0 0 1 o 5 € Pl Ve T
V —RBGRARIEIE, $BANZET (mL)
m —— AP R AEUE, AN () s
Z g AN (2) i
W:w ......................................................... (2)

mx1000

e

P2
(mg/L)

V —RBGRAERRIEUE, AN ZETE (mL)
AR, BALRE () s

M S DG S AR AT il 2 P A5 20 0 R I B B T R P e, A 2= e AT

m
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THEEAE R AT I E MR AT ERS, AR KT IR = 8, N 1R B R AAT

FEEGVERMTT, PIMSLINE 45 R 5 AR B A 2600 ZZ AR T2 AP HMEF120%.
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TR 60FP AR 2] L AV R B B S8, At IRAE &R ERA
RA N OMRARKIFINUZER. SMESH. KEHR. EER
s 4 B S case | oy AR | ERR
ng/kg ng/kg
1 BT 4E T 21 abamectin 71751-41-2 >90% 6 20 I
2 ¥ % e tetramethrin 7696-12-0 >90% 0.6 5 (S]]
3 b e gk imidacloprid 105827-78-9 >90% 0.6 5 A
4 L e i 1 i pyraclostrobin 175013-18-0 >90% 0.3 5 VA B
5 [pZNES propiconazole 60207-90-1 >90% 1.8 15 FH
6 P IR profenofos 41198-08-7 >90% 15 50 P
7 L tebufenozide 112410-23-8 >90% 0.3 5 FH
8 F HUIR diflubenzuron 35367-38-5 >90% 0.24 5 FH
9 [ trichlorfon 52-68-6 >90% 3 10 PP
10 B R diuron 330-54-1 >90% 0.6 5 FH i
11 BEIEEs dichlorvos 62-73-7 >90% L5 10 P
12 WE R acetamiprid 135410-20-7 >90% 0.3 5 i
13 W P T i boscalid 188425-85-6 >90% 12 5 FH
14 Eyd chlorpyrifos 2921-88-2 >90% 1.2 5 DA
15 o i parathion 56-38-2 >90% 3 10 Z I
16 LR carbendazim 10605-21-7 >90% 0.6 5 oIE
17 ZRER spinosad 131929-60-7 >90% 0.6 5 FH
18 IRNE diphenylamine 122-39-4 >90% 15 50 FH i
19 I diazinon 333-41-5 >90% 0.24 5 Wk
20 A tau-Fluvalinate 102851-06-9 >90% 2.4 10 PIEA
AU Fipronil 120068-37-3 >90% 0.06 5 Z I
AU fipronil-sulfone 120068-36-2 >90% 0.15 5 G
2 FLEREE GO fipronil-sulfide 120067-83-6 >90% 0.06 5 1G]
R fipronil-desulfinyl 205650-65-3 >90% 0.6 5 TR
22 FEREALE flusilazole 85509-19-9 >90% 0.12 5 i
FHBER phorate 298-02-2 >90% 0.15 5 i
23 FH L X phorate sulfone 2588-04-7 >90% 5 10 2N
G2 NI phorate sulfoxide 2588-03-6 >90% 5 10 Z I
24 FRLAR B R thiophanate-methyl 23564-05-8 >90% 24 5 R I
25 FH L SR A isofenphos-methyl 99675-03-3 >90% 0.15 5 S1LE]
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R B methiocarb 2032-65-7 >90% 0.6 5 S
26 FA A7 SR methiocarb sulfone 2179-25-1 >90% 5 10 B
FF R SR IE methiocarb sulfoxide 2635-10-1 >90% 5 10 SRR
27 FA 25 BB carbaryl 63-25-2 >90% 0.3 5 FH i
28 A T fenpropathrin 64257-84-7 >90% 1.2 5 i)
29 FRER metalaxyl 57837-19-1 >90% 0.12 5 FOR
30 A monocrotophos 6923-22-4 >90% 0.6 5 A
P pirimicarb 23103-98-2 >90% 0.12 5 2%
31 Jit R 000 pirimicarb-desmethyl 30614-22-3 >90% 5 10 I
. . . pirimicarb-desmethyl-
it P 2 O e i _ 27218-04-8 >90% 5 10 i)
formamido
o H A carbofuran 1563-66-2 >90% 0.3 5 FH i
32 . X R
3-FRHE v E B 3-hydroxycarbofuran 16655-82-6 >90% 1.2 5 )
H

33 e R quinoxyfen 124495-18-7 >90% 0.6 5 I
34 KRR dimethoate 60-51-5 >90% 0.06 5 P
35 R 5 TR bifenthrin 82657-04-3 >90% 1.2 5 [
36 e halosulfuron-methyl 100784-20-1 >90% 0.6 5 g
LRI 7 malathion 121-75-5 >90% 0.24 5 i)

37
I oy A i malaoxon 1634-78-2 >90% 5 10 i
38 5 T Tk azoxystrobin 131860-33-8 >90% 0.15 5 LG
39 DES] methomyl 16752-77-5 >90% 0.6 5 P
40 K B ethoprophos 13194-48-4 >90% 5 10 R
41 NI tricyclazole 41814-78-2 >90% 0.6 5 2N
42 = triadimenol 55219-65-3 >90% 48 5 i
43 = I triadimefon 43121-43-3 >90% 9.6 32 FH i
44 A methidathion 950-37-8 >90% 0.24 10 FH i
45 K it isocarbophos 24353-61-5 >90% 15 50 i)
46 FHER carboxin 5234-68-4 >90% 0.24 5 R i
47 TR e tebuconazol 80443-41-0 >90% 0.24 5 i
48 975 I diniconazol 76714-88-0 >90% 1.2 5 i
49 LR phoxim 14816-18-3 >90% 1.2 5 FH i
& T Tl phosmet 732-11-6 >90% 0.15 5 2N

50
AT LB phosmet oxon 3735-33-9 >90% 5 10 LN
51 ANEHER oxycarboxin 5259-88-1 >90% 0.12 5 g
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L disulfoton 298-04-4 >90% 12 5 FH

PN PR i -S- il demeton-S-sulfone 2496-91-5 >90% 5 10 FH

52 PR PR ik -S- IV i, demeton-S-sulfoxide 2496-92-6 >90% 5 10 FH i
LHEBERN disulfoton sulfone 2497-06-5 >90% 5 10 F iz

B AN, disulfoton sulfoxide 2497-07-6 >90% 5 10 FH

S W e i isoxaflutole 141112-29-0 >90% 0.6 5 ZIE

> SR NEE Ik T - — Isoxaflutole-diketonitrile 143701-75-1 >90% 5 10 i
54 LT ethion 563-12-2 >90% 5 10 R
55 VY41 diethofencarb 87130-20-9 >90% 0.12 5 R
56 LT etrimfos 38260-54-7 >90% 5 10 i
57 T isoprocarb 2631-40-5 >90% 0.6 5 i
58 s imazalil 35554-44-0 >90% 1.5 5 FH
59 Efi U indoxacarb 144171-61-9 >90% 0.6 5 FH
60 T R butralin 33629-47-9 >90% 0.3 5 PITA
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TRk 607 A 24 K HAEIA RV il — R OB B 0 A 2 B R B

Mt & B
(ERME)

60T RZMRE BIE—REKFUE IS

RB. 1 60MRZ R R IFHIRIOMRZGMIRE A IE—RKFIENTEH

] . . . KRR | REEREE
e i HC TR FELAFR R it Q1 Q3
Fif 1) \2 (eV)
- SEEET | 8905 | 305.1 80 45
1 16.72 BT 24 1 2 abamectin —
EMEBT | 890.5 | 567.1 80 20
X ERET | 3322 | 164.1 55 39
2 14.06 J¥& %t tetramethrin -
EMEBT | 3322 | 1351 55 39
o , ERET | 2561 | 209.1 60 31
3 2.99 AH ER g imidacloprid —
T 238 181 55 14
ERET 388 163 50 35
4 5.67 LY PR ik 1 Pl pyraclostrobin —
EMEET 388 194 50 17
A . EEET 342 159 80 45
5 10.46 [EaBZNEE propiconazole —
EHET 342 69 80 47
ERET 373 303 70 27
6 13.13 TR profenofos —
EEET 373 345 70 18
EEET 353 133 45 32
7 5.53 St tebufenozide —
EPEET 353 297 45 12
EEET 311 158 55 20
8 9.39 % IR diflubenzuron -
T 311 141 55 48
. ERET 257 221 60 15
9 2.67 O H trichlorfon ——
EMET 257 109 60 30
L . FERHET | 2331 72 60 49
10 6.13 LR diuron —
EWET | 2331 | 160.1 60 39
EEET 221 109 65 24
11 4.65 I ELEES dichlorvos —
EMEE T 221 145 65 19
. o JERET 223 126 70 31
12 3.07 WE PR acetamiprid —
EEET 223 56 70 45
. SERET | 3432 | 3072 60 32
13 9.01 WE P 1 Jie boscalid —
EVERT | 3432 271 60 45
EEET 350 198 55 30
14 14.77 AL chlorpyrifos
YT 350 79 55 65
. ERET 292 236 55 19
15 439 X T parathion —
T 292 264 55 13
n . EERHET | 1921 | 160.1 70 26
16 2.33 LR carbendazim —
EWET | 1921 | 1321 70 48

10
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ERET 732.5 142 120 49
17 7.66 EZ % spinosad —
EME ST 732.5 98 120 100
8 0.8 o dioheny] EEHET 170 93 65 34
. N3 iphenylamine
EME ST 170 153 73 27
TEEHT 305 169.1 76 31
19 8.32 TR diazinon
EMEE T 305 153.2 76 31
X ERET 5032 | 181.2 70 50
20 17.11 | SAEEH N tau-Fluvalinate —
EME T 503.2 | 208.1 70 15
TEEHT 4349 | 329.8 -60 23
10.84 E Fipronil —
EME T 4349 | 249.8 -60 -40
EREF | 4509 282 -70 35
11.98 A fipronil-sulfone —
SE T 450.9 415 -70 23
21 — SERET 419 | 383.1 -70 -16
S R T T . ——
12.04 R fipronil-sulfide EMEE T 419 262.1 -70 -35
)
EME ST 419 314 -70 27
TEEHT 387.1 | 351.1 -55 -15
11.30 T B fipronil-desulfinyl
EMEE T 387.1 | 282.1 -55 42
TEEHT 316 247 80 26
22 9.39 UL flusilazole —
EMERE T 316 165 80 48
ERET 261 75 40 13
12.56 FH P phorate —
EMET 261 199 40 10
phorate sulfone EEET | 293.0 | 97.0 65 50
23 7.52 EEE2 27747 —
SE T 293.0 | 115.0 65 35
) phorate sulfoxide EEETF | 2770 | 199.0 25 13
5.53 R T I T -~
SE M T 277.0 | 153.0 25 19
;. EERET | 343.1 | 151.1 60 42
24 4.46 FH LA 1 R thiophanate-methyl
EME ST 343.1 | 311.1 60 16
TEEHT 332.1 | 2309 30 15
25 12.00 | FE: S0 isofenphos-methyl
EMEE T 332.1 121 30 50
. ERET 2262 | 121.1 50 29
7.90 R methiocarb —
EMEE T 2262 | 169.1 50 13
methiocarb sulfone EEEF | 2581 | 201.1 50 13
26 3.30 R A —
EMET 258.1 122.1 50 20
methiocarb sulfoxide ERET 242.1 185.1 37 18
2.53 FF 35 I T, —
SE T 242.1 122.1 37 38
EEET 202.1 145.1 50 12
27 5.66 FRZE carbaryl —
SE M T 202.1 | 11271 50 49

11
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EEET 350 125 60 37
28 14.77 B 2 I fenpropathrin —
EME ST 350 97 60 49
EEHET 280.1 192.2 60 23
29 6.17 FER metalaxyl
EME ST 280.1 | 2202 60 18
N TEEHT 224 193 50 12
30 2.27 AR monocrotophos
EMEE T 224 127 50 18
EEET 239 72 60 49
4.60 HUF B pirimicarb —
EMEE 239 182 60 19
. 5 53 Ji B S deF pirimicarb-desmethyl TEEHT 225.1 168.1 60 19
' &R EMET | 2251 | 180.1 60 17
439 WiFJLFEE | pirimicarb-desmethyl- | EEET | 253.0 72.0 40 30
' i e 5, formamido SEMET | 253.0 | 225.0 40 15
EEET 222 165.1 60 15
5.35 =] carbofuran —
. EHEET 222 123.1 60 32
EME ST 256.1 175.1 60 31
2.87 | 3-¥3E W HE | 3-hydroxycarbofuran
TEEHT 238 163 55 18
TEEHT 308 272 80 43
33 13.72 WS R quinoxyfen
EMEE T 308 197 80 48
TEEHT 230 199 45 13
34 3.13 SRR dimethoate —
EMEE 230 171 45 18
ERET 440 181 40 39
35 18.19 BRIR A e bifenthrin —
EME T 440 166 40 51
ERET 435 182 50 44
36 8.28 SN s s o halosulfuron-methyl —
SE T 435 139 50 56
EEET 331 127.1 60 16
9.79 o i 1o malathion —
37 E M T 331 99 60 48
EEHET 315.1 127.0 70 16
4.92 by AR malaoxon
EMEE T 315.1 99.0 70 31
o EEET | 404 372 60 16
38 8.53 geslilE azoxystrobin
EMEE T 404 344.1 60 34
TEEHT 163 88 35 12
39 2.66 DES methomyl —
EMEE 163 106 35 12
FEET | 2431 97.0 67 43
40 9.31 KL T ethoprophos —
EME T 243.1 130.9 67 26
. EEET 190 163 80 30
41 3.13 7N tricyclazole —
SE T 190 136 80 45
42 7.52 = triadimenol ERET 296 70 45 48

12
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PLEA BRSO KR T 8REB 0, AR —FNE. WET
BEPIRE, HUH:
https://d. book118. com/345322213240011130
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