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Determination of trichlorfon, dichlorvos and coumaphos residues in animal-derived
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RAREERFE
HPEERRPHEDR,. THR, RERZBEENNZE
R B E-BUE/ B

1 EHE

AFMERE T & BFIA . SR AT s s e R SR R R B R 1 R AR
— i /AR 6 T 1

AARUEIE T B BB AR B i L TR IR R R B e, HEaRnT SR
AT
2 FsEMSIRAXH

N BISCAE N T A SO I S R AN o N R H IR 51 RSO, AT H R AR ASE B A3
o LA SIS, Hasfhios CEFEIrE Mg o) & T A0

GB 2763 &ML EFnME &P AR 2R KR E R &

GB/T 6682 4341 S =5 FH K FIAS Ak 36 75 vk

3 R

AP RO R BECR . IR B ST B AR SRR RBORZ WA RS, G
W/ B AN E, AR TR E R, TR TR E .

4 KPR

BAAMES, B RFI Aar 4, AKCARFEGB/T 66827 2 i — 2K
1 3

1 MG (CHsCN) : R0 AH i 25 .

1 HEE (CH;OH) : i (i g .

1 LR g (C4Hs02) »

1.5 &M (CHLL)

1 Hake (CeHi)

1.7 BREREN (Na;SO4) : 650°CHI%E 4 h, fETHRANAINBE=RE, WTFEHEHPEH.
1.8 Z®% (CH;COONH4) : At .

2 EREH
2

3

3

3

3

4

0 N O O & W N

.1 50 mmol/L ZFREZHW: FRHEX 0.385 g ZMREHAT 1 000 mL /KA

kg 3
.1 EUEH (Trichlorfon, CAS 5: 52-68-6, 4rf3(: C4HS8C1304P) AniEfh: i =98. 0%.
.2 EEUE (Dichlorvos, CAS 5: 62-73-7, 43 F3: C4HTC1204P) hriffh: 2l =97. 6%,
.3 WEME (Coumaphos, CAS *5: 56-72-4, 437 3l: C14H16C105PS) Frifffh: 2HE=99. 9%,

Lo R
AL ARERE AR o B HER AR EOE R B SRR MR BRSO A R BE D9 100 g /mL
WRPE VR A AR RS 20 . LV TRAE 0°C ~4°CUKFE R G RAE, Tl 3 AN A
4.4.2 FAESEBOR: FASEE B, B, Wauirk A e, %R 7.1 #1485 AR RO .
4.4.3  AniE ARV R 75 B 25 I RF S SR BOBCKS b v s 2% MR B A 50 ng/mL 100 ng/mL. 200
ng/mL. 500 ng/mL FJIRAHRAE AR . BT 0°C~4CUKFERBLIRAE, AIEH 3 K.

5 {UFBMgHF

5.1 EIRGEAH G — B/ IS4 = VUM SRR A A, AC RS B YR (EST) iM% .
5.2 R J&E 0.01 g A10.0001 g.
5.3 A PIEYA

I e al el
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TERTR )5 .

s 7% KA -

S0 HL: 5000 r/min.

¥ A

0.45 wm Gl FLIENE -

AR ESRE

1 REH&
A1 HEIR
BUEE S PE AR L 500 g, FHARIGRENIEGRE, BAE R RSENIREE, FH I MITFFRiR.
.2 R
AR MR Z) 100 g, FHBYJIBIRESR 2 ZKBLN, BENTEEESRIE R, SH I M riR.
1. 3%
HUAARER AL 20 500 g, FEFE5 5] Ja 28 N it i 45 4 N 55 B A 1R
Vi DLERE SR EURE SO IEGB. 27630 AT«
.2 RAERE
FEIR. K. BEEEAFET-18 CUL N AHRL
TERIRE RV R, MR 1R R i 52 BY5 Yol ok AE 5 B Y& B AR 1L .

DS ER

A RBRERK
11 SEIE
a) UERIFRENS gd50akE CRSmA30. 01 g 50 mLEZERE d, IS ¢ /KMMRANES), Fin
A5 mL=& W ke, AR (10000 v/min) Y52 min, 4 000 r/ming03 min, GV
22100 mLATEZM A, FREFHH2X 10 mL =& e B2 k.
b) BELEIFAENAMH, TA0CHRERKZE2 0L, HEREB RS nlZIERE T+, FHLbE &8 FH
VB, A R RI 2 ERE D, ESRBEZAKRFEET. CEMNAL O nLZIFHER
BT, IIN2 mL¥F O RIEA)2 min/g, 2 500 r/minB5 03 min, ¥4 T2 ZHEMIT0. 45
THFLIEIR G, BB (i — R/ B A 5E
7.1.2 BR
EMFRELS gk CRER310. 01 g) F50 mLEZEB O, A2 gB/KIRRIVES, FIMALS mL
TETRE, %SRS, B TEARIETAS TR0 nin, WEE KA NI IERE RS 2100 mLALE KR
i, FRIEF 2 X 10 mLAH &GRS AR IR, BOGHFANAE. BN ORIZHRT. L1 “EG
HGHANAM” JarP T .
7.1.3 %
FRELS gilif CREHR210. 01 g) B 750 mLAZE SO H, M0 mLK, 1125 nLZBR ZHE, T heRiRa
2 EWR2AI1 min, BA3 000 r/ming.05 min, K L2 28R ZESHRBURIE TIRg5 R, JREE 20 mL
LR Mg, EE FREEE, GIFOR OERIRIUAR . E50°C L FIRERGE E4)3 nLf5 ¥ 210 mLE O
B, H5 L LR LBE 0 WIRDESIRAE I, ARG T B 08 , HESWRT. Il 0 nL LISk
&, FFi0.45 roflALUEME S, AL Rl - B /o A E o
7.2 JzE
7.2.1 REGE-RIL/ RiESEEH
a)  EIEFE. AIEEDY T\ S A I IS A, 4.6 x 150 mm,  Sum BURH 45
b) UshH: FEE: 50 mmol/L ZFRE:, FAETEMAER S I A;
¢) Jii#: 0.50 mL/min BEARYEAXAS A 0AL
d) HiE: 40°C;
e) HFfEE: 10 pL;
£) BT EmEEE TR,
g) AT EET
h) A&7 2 HEI (MRMD;
i) kS RS W% B

[ BRSNS NS I

o o oo o oo

o

NN N
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7.2.2 @ilENESHIE

FZRRT. 2. VR E i — iR s / o 1 2% A0 58 R RORI AR U ARV, AP v il 283500 e A 1 B
o R MR EEREVR B R AR AR A R B A S ARE IR R 2 Y, G0 R B R H b
i, BH 2 ARSI T & SR . B RS AAE T, BOE d, BRI MR R I R L £
BAR[E]Z9°413. 2 min, 14.1 min, 15.9 min. ARk 2 SN W €23 1] LB S CHR I IEIC. 1o

TEAR R SE G 260 A S il ARV AR R0 J53 14D R 8wl e A G O B ) TR 7E 2. 5% AN, FF HL
TEFNRR T 55 R AL 2 A B, ik BB vt s B, [R5 Bm v (R AR X =F B e 0 25 AN
FE VRN E S, U mT S) BARE git H A7 E X S R 4

#z1 FRAEMREEIE-RE/ REMNENEFEERARTITIRE

HIA B TR >50% >20%3 50% >10%2 20% =10%

SR BRI 22 +20% +25% +30% +50%

7.3 THSEW
BEAIAREESL, 4% IRl e 25 gRdkAT .

8 ERItHEMRE

FER AR BRI A MR, B RIFRAEM 2, X (D RS R ECE B BER . W
BB & o
CxV

X D= ———————————— teecescscccscssscecesttcscscssssccsssscccscsnnes (1)
mx1000

A o — SR R, BGR . WEREREE, RAONERE T (mgke):
C —— brAEm 2 M A RR T SOE dey SR IR BRIIKREE, AN T (ng/ml);
Vo —— &R, AT (nl);
m —— BAFRPITCGEIARE R, RO (g,
VE: USSR (M, WS R AT E M EAR TR, R F LA AT
9 WEE

9.1 FEEEMERM TR UL E &5 RN ZH 5 HEARFAENIE (A%, NS
B SR CHI DR
9.2 FEFIUMERAE R IO UL E 85 RN ZH 5 HEARFAENIE (A%, NS
B SRDIE K

10 EERMEWE

10.1 ZEER
ARTPVERCE B B R I i R FR¥0. 010 mg/kg.
10.2 [EUgR
10.2.1 BARPEBERFMKRE R EEBWELEE:
WINREAE0. 010 mg/kglt, [BIBZRAETS. 0%~94. 0% [8];
IR FELED. 020 mg/kght, [BISRAETS. 0%~95. 0% [8];
ISR EETED. 040 mg/kghtt, [HICHRLETS. 0%~95. 0% [H .
10.2.2 MARHEBERFMKRE R EEWEHHE:
WINREAE0. 010 mg/kglt, [BIZRAET6. 0%~98. 0% [8];
IR EAED. 020 mg/kgl, [BIZRAETS. 0%~98. 0% [8];
ISR EETED. 040 mg/kghtt, [ TESS. 0%~95. 0% [H .
10.2.3 ARPIEHBRIMKE R HEIYELIE:
ISR FEAE0. 010 mg/kghf, [HIWLZRLETS. 0%~95. 0% [A];
IR EAEO. 020 mg/kght, [BIKCRAESO. 0%~96. 0% [H ;
IR EETED. 040 mg/kghtt, [FICRLETT. 0%~92. 0% [H .
10.2.4 SrEINDEERRMKREREBEWELIE:



IR EEAEO. 010
ISR EEAEO. 020
NI EEAEO. 040

mg/kgftt, [ AEI2. 0%~ 115%2 |f];
mg/kghf, [AIZEAES6. 5%~ 113% [H;
mg/kgtt, [t ZEAES0. 8%~ 101%2 [H] .

10.2.5 SEIRHEERRMAKRERH BB RLIE:

ISR EFE0. 010
ISR EEAE0. 020
ISR EEAEO. 040

mg/kgh}, [EIZEAEI3. 0%~ 110% [H;
mg/kghf, [AIZEAESS. 5%~ 108%. [H;
mg/kghf, [FIZEAES4. 3%~ 110%2 [H .

10.2.6 SEIRTIRHBHRMKRE R H BB RHE:

ISR EAE0. 010
ISR EEAE0. 020
NI EEAEO. 040

mg/kghf, [EIEEAEIL. 0%~ 112%2 [H];
mg/kghf, [EIEEAETI. 0%~ 102%2 [H;

mg/kghf, [EISZEAETS. 9%~95. 3% [A]

10.2.7 SEE PR RRMRER W RYE:

ISR EEAE0. 010
ISR EEAEO. 020
NI EEAEO. 040

mg/kghf, [EIEEAET0. 0%~ 110% [H;
mg/kghf, [EIEAETI. 0%~ 104%2 [H;
mg/kghf, [FEIKCERLESO. 0%~ 107% [H] .

10.2.8 SEEBERAFMAKRE K2 E B EHUE:

ISR EAE0. 010
NI EEAEO. 020
NI EEAEO. 040

mg/kghf, [BICERAETO. 0%~92. 0% [i];
mg/kghf, [FIRCRAETL. 0%~91. 0% [H];
mg/kgl, [EICELETO. 0%~96. 0% 8] .

10.2.9 SEEFIREBHRMRER K EWREHE:

ISR EFE0. 010
ISR EEAE0. 020
NI EEAEO. 040

mg/kghf, [EIEAETI. 0%~ 110% [H;
mg/kghf, [BIEAET4. 0%~ 105%2 [H;
mg/kghtt, [FIRLETL. 0%~104%2 [8] .
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Mt & A
(FIRMEMIR)
BErRESERH
= A1 RENMESERRIER
B[] /min FEE/ (%) 50 mmol/L ZF&%%/ (%)
0 10.0 90.0
5.00 10.0 90.0
10. 00 95.0 5.0
18. 00 95.0 5.0
18. 01 10.0 90.0
25. 00 10.0 90.0




GB 23200.94—2016

Mt & A
(HERMEMIR)
API 4000 LC-MS/MSRELZHMHE R, HHR . WBHHESERY

A1 APl 4000 LC-MS/MSEZIHEMEE FESEXH

SIS 5 K L R S AL
a) A (CUR): 15.00 Pa;
b) ZF4b K (GS1): 40.00 Pa;
c) BN (GS2): 45.00 L/min;
d) S (CAD): 7.00 Pa;
e) HTUEMIELEEIE (I1S): 5000.00 V;
f)  WEEEHEE: (TEM): 550.00C;
g) EME TR, EEE . RFEHEIE. EaE R, M O HEE LEER. 1.

# B1 FIYIEMETF. EEETFX., XEHEE. MiEgEEMMERLOBE

—_— Q1 Q3 EEmE il e R LR
miz miz \"/ Vv A%
WE R 259. 02 109. 2 63.0 26.5 19.0
Trichlorfon 256.9 221.2 63.0 16.0 13.0
o 221.32 109. 2 63.0 25.5 19.0
Dichlorvos 223.3 109. 2 63.0 25.0 18.0
T TS 363.32 307.0 96. 0 25.0 20.0
Coumafos 363.3 227.0 96. 0 36.0 13.0
a e Al




Mt % B
(RIS

B.1 #EMS R NI GIERE

GB 23200.94—2016

[W Ao IMRM (3 pmx).22 ' 31093 amu lom Samps B [3d (00 ngimi) of 00611 -3opa: 01| fuibg iy )

; ) s ““iljr*akuu-w

Aaa. Z3md ma.

ENEFRiEE

1 2 ] i . B T a 9 m ] 12 ¥ n [ ] r 13
fimm, min

3 20 21 rr) a 3

| W ol 1M K (3 pm x).25301 /032 amu lom Samps B [ad (00 ngimi) of 200611 -3opa:e 01| fuibg i)

Atax.B3md ma.

oo
nm rEH 259.0-—109.2
L
on 1400 am
1 2 a i 5 B r a a o n 112 ¥ n L] ] r 13 (3] 2o an = A a

WA ol IMRM 3 pmx).22 ' 31093 amu lom Samps B [3d (00 ngimi) of 00611 -3opa: 01| fuiba i)

" ESERE S

Aaa. Z3md ma.

221.3—109.2

1 2 a [ L] B r a ] (11} 1 12

g n L] I} T F.|

3 20 21 rr) a 3

LETTD THPM |3 pm 3).389 31550 3mu hom Tampie B |3d |0 mimi) ol Z06-11-3-op35 00| fuibe Toisy)

Kian. i Fud .

’\ sREERE 363, 3—=307.0

' z 3 . ) [ r a 3 m 12 [T TS I m ar aa

L] o 4 = = o
Fimm, min

B C .1 MEHR HHR WESMTERRS RN GAEE

* AR ML AE A B ABRAE TR AR B SRS AN K ), S bR AE S A AN R B S AR
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Mt % C
(FSE BT 3R)
IRENESHER
#C.1 SRENEEHER

A& E BEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt & D
(FUTEIEMER)
SN FEFIMEER
#D.1 LR BWMER

BNAHEE BEE

mg/kg %

<0.001 54

>0.001<0.01 46

>0.01<0.1 34

>0.1<1 25

>1 19




