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Determination of phorate, terbufos and metabolites residues in

animal—derived foods

Liquid chromatography—tandem mass spectrometry method
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4.1 5

4.1.1 ZJfi§ (CH;CN, CAS5:75-05-8) . fhifhali,
4.1.2 W (CH;OH, CAS5:67-56-1) : fhifh4li,
4.1.3 H{ (HCOOH, CAS5:64-18-6) : fhifhali,
4.1.4 S4B (NaCl, CAS5:7647-14-5) .

4.1.5 £ (CH3;COOH, CAS'5:64-19-7) .

4.1.6 TKBIREE (MgSOs, CASS:7487-88-9)
4.1.7 FrERH (NasCeHs07, CAS5:6132-04-3)
4.1.8 ITEMREA M (CsHsNa07, CAS5:6132-05-4) .
4.1.9 2% (CH3COONHs, CAS5:631-61-8)
4.1.10 H#EBE (C/H170,PS;5, CAS5:298-02-2)
4.1.11 HEEE (C7H1704PS3, CAS5:2588-04-7) .
4.1.12 HEBETR (C7H1703PSs, CAS5:2588-03-6) .
4.1.13 FFTH#E ( CoH210.PS3, CAS5:13071-79-9) &
4.1.14 R TEEEI (CoH2104PS3, CAS5:56070-16-7)
4.1.15 FF T BN (CoH2 O3PS;, CAS'5:10548-10-4)


https://www.chemsrc.com/baike/510430.html
https://www.chemsrc.com/baike/895068.html
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4.2 RiRECH

4.2.1 LME-ZBRIEH(99+1, AR & 10 mLAR, I 990 mLZJEH, 5.
4.2.2 CLFRE-WERVEW( 10 mmol/L): FREXO. 7708 g Z/R%4%, N 1 mLHFERIFFMREZE 1 000 mL, B2,

4.3 ¥R

PR S AR HE fl, RF T R S LA AR e A 2 ISR AL 2EE>95%

4.4 FRAERRECH

4.4.1 IRAERERVEI (100 mg/L): 2 BITERRARECHR PEGE . FHREREAN. H BTN, R T ERBE. RF T
REANRIERS T 6 AR 10 mg ( FERHA0.1 mg), FH FFEAMAIFRRBEZ 100 mL 322, il 5 iR 100
mg/LARAERE IR . BEG-18°CIRAT, B RIWL4F.

4.4.2 REPUEFEVER (I mg/L) = il ERRE R PR . FHREREIN. W PR, RET BB, 4F
T ERBEIANES TR R AEA TR (4.4.1) K1 mL, HWEABEREI0mL, %25, #HIR10 mg/LEES
B A AV PO ARG 10 mg/L IR & b E (B 1 mL, A H A RE 2210 mL, $%2), #i 51 mg/L
(VR SR UE P VAL, BE50°C-4°C, fRIEH ZORIANH .

4.4.3 REIAUE TAERW: AR50 REUE AR LM, B B — a2 & (10 TR & b o v 18] 7 R
(4.42) , FHHEERC A R EE TR A A TAEVEI, 2°C-4°CHAF I AT .

4.5 #MH

4.5.1 ZH(EhH. (QuEChERS xtraction Pouch) .
4.5.2 #WE GiFIEED  (QuEChERS Clean-up Kit)
4.5.3 LI CAEHLAED : 0.22 um.

5 IX&F

TAH 1% = OB AT o B 1 AN
I3 M RV E 0.1 mg A1 0.01 g.
B DAL HEAME T 5000 r/min.
IR %5 -

PR 5 o

HELFEN

o O N WN -

o

RFRIHIESRE

o

NI 70 =3: D=3

UG A o SR IENLSRE, 72 0.5 ke fF 9l
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6.2 HHRTE

WEEE T-18 CUkfE, BICIRAT
7 MEFRE
7.1 EE

FREX 10 g CRERAIZR 0. 01 @) AT 50 mL R BLLEH, M 20 mL 1% 1R LB HEL 4385, 18 C
AUEICE 20 ming AR EREIREEA K, 5000 r/min B0 2 mine .

7.2 Bk

B EEW 6 mL & 15 nl #4484, JR5E 3 min; 5000 r/min B0 2 min, _EIEWALST, BRdE—
I Yi .

7.3 ME
7.3.1 RAGIESERG

6%k ODS-33 um, 2.1x150 mm, B{AH24%

WBhAH: AAH: 10 mmol/L ZFRE (I 0.1%F ) ¥ii; B AH: FHEER

BERE:  0.01-5.00 min, 4E¥F 90%A; 5.00-10.00 min, 90% A k148K %] 5% A; 10.00 min-12.00 min,
5%A LMEBE] 90% A

JE: 0.30 mL/min

FEiR: 40 °C

HFEE: 5.0uL

7.3.2 RiEsEEH

BT HEmIE TR
P IEE A
Rl e A AR
HEHE: 5.50kV
AR E: 550 °C
W% 4: 50 psi
RTINS 50 psi

7.3.3 ERIUEARAET{ErhZ

365 5 I B i 1 SRR (R AR AL 28 R T 8 7.1-7.2 BB AT AT AL R, 53 AR R
B — € B VR B AR IR, B 25 1 B VM B B B VK FE D 10 ng/ml, 20 ng/ml, 50 ng/ml,
100 ng/ml 1 200 ng/ml F¥) 5 5T VCEC AR AR, A0 3 5T sl 15 G € « AR 28 B H T3 11

3



T/SZS 608—2022

o € P e I AR g AR 5 R T N2 PR 3 5T DTG s o AR VA DT VR B DR AR, b R D UL P A v T
YRR 2L .

7.3.4  FEMNE

FEAR R SL90 26 A R BEATHE S DU g I, G SRS H ) € i s P £ B B () S5 b vk b AH — 880, FF HLZE 4
1S S0 a RE S Bl B, P B MBS 3 B, i HRTIE R B T T B L SRR AERE S R
FEAH—20 C FEXEE> 50%, foiF+20% fmz; AHXTFE 20%~50%, RvF+25% iz FHXF
& 10%~20%, FOVFE30% M2 ; AHXSFEE<10%, FOVFE50% W2 ) » T AT ) W RE i A A7 PR X Fh AR 24 B8
FHIRAL

7.3.5 EENE

AHRAER F AMbR-pr e il 263202 BN E , € B HARHERS BCR Y RN RO &, HRTRE dh AR 25 11
FH IR AEASCRS PRI 2 RV R N o (00 (BT 22 L o

8 LHER5%H
CxFxV
W= T e D)
A H:
w: FFH &= (ugkg) C: HbRiE il 2R ARV R e 20 23 %, (ng/mL)
F: FES R A 5L V: EAEAF (mL)

m:AE AR R (g)

e MRS RFIGRS AME, e RAATIE R EARPRMERR, MRS R WALA R
By, MERKT 1 mgkg B, RE =A0A RET
9 TEEMR. ERHEMBEEE

9.1 TEEMR

HREmE . FRREBEAR. FPEBEEON. RF T ORBE. &r T AR, R TaBEEIER . AR SR,
AR MR b 2 B PR PR . 10.00 pg/kgo

9.2 ERRE

AT FEEERE . PR B PR AN T R R T BB BF T AR WEARCE 10 pg/keg-100.0
ng/kg WA EERISE N ,  F2S AL IR AR I, L mICR TR 75%-115% .

9.3 WEE

AT A AR BRI Z5<15% , LA AR AE R 22 <15 %
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FRE 5T RSF 6 MRADRXZIM. CAS SMoFR
HPERE . K7 T RBESE 6 FURZG RS SCAAR. CAS S T LR A,
TA BEB BTREE o MRATRXRI. CAS SO TR

s 2RS4 R AR A IS4 FR CAS 5 Ba e AV
F B i phorate 298-02-2 | CsH1702PS;
F B B phorate sulfone 2588-04-7 | C7H1704PS3
PB4 B 7 B phorate sulfoxide | 2588-05-8 | C7Hi7O4PS>
T R terbufos 13071-79-9 | CoH2102PS;3
KT TR R Terbufos sulfone | 56070-16-7 | CoH2104PS;3
T R T AN Terbufos sulfoxide | 56165-57-2 | CoH2104PS;
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Ff5% B
R, T RME o MRAEMEERFIREKRELE. fiEsE
PR R T IS 6 Pl 258 e B 0 B R E . il AE R W3R B.
*B EHE HTRMEoMRAEMEERFIREKREE. fiEsE

= DP CE
T 5 R 7> & |Q1 Mass (Da)  |Q3 Mass (Da) ID
(volts) | (volts)
, 261.000 75.000 Phorate 1* 51.000 [21.000
! B | 261,000
261.000 47.000 Phorate 2 51.000 [53.000
293.000 97.000 horate sulfone 1* 65.000 [50.000
2| HUEERERL | 293.000 P
293.000 115.000 phorate sulfone 2 65.000 (35.000
277.000 199.000 Phorate sulfoxide 1* 25.000 |13.000
3 R B R 277,000 orate sulfoxide
' 277.000 153.000 phorate sulfoxide 2 25.000 |19.000
289.100 103.000 Terbufos1* 53.000 [13.000
4 | EETERE | 289.100 oS
289.100 233.000 Terbufos 2 53.000 {9.000
321.000 97.000 Terbuf Ifone 1* 75.000 [57.000
5 BT T | 321,000 erbufos sulfone
321.000 115.000 Terbufos sulfone 2 75.000 [39.000
. 305.000 199.000 Terbufos sulfoxide 1* 57.000 [20.000
6 [FF T BRBEAN 305.000
305.000 153.000 Terbufos sulfoxide 2 57.000 [38.000

xR RE T
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R 5T MBS o MRAZ AN (MRM) &iEE

Terbufos sulfone

“ ER RS 7.85min ERERETN 6.72min

- Phorate Phorate sulfone
PHBILR 6.68min BTEH | ™ a.26min
Phorate sulfoxide Terbufos

' B TEREEM s S B TERBTN | ——7.00min

Terbufos sulfoxide
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