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Determination of dinotefuran and its metabolites residues in woltberry

Liquid chromatography-mass spectrometry
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MR ik SRR R HL SR R B O
kA e - R R
1 SEE

ASSCAFRURE T M sk Bt S LA B B B PR i - B/ o i 0 5 53
ASSCAE P T AC Rk Bl S A RO IBOAR € - B/ o B E

2 AsetsImxH

N FUSCAT A P A S RIS P 5| TS AR S AN R A ) SR e o, 3
(51 SO, A H T R R A& AR St AN EHR 51 S, ol hiRAs (B3
AIRBSCER) &M A

GB/T 6682 43 #1556 % F /K HUAE R 56 75 v

3 ARIBMENX

T ANARE R E SOE T A0
kPR R B XY spinosyn and its metabolites

WK HU G — PO RS 7, B AR EEA M, o e - FE -3 [(3-PU AR
W) 3] &N EE CHIDND Fi-FRJE-3-[(3-PU &Lk B 3£ Ak CRTUF) &

4 R

BURE PR AL R AR L, I e S B 5 R B 7). (Cg) ARIT N- PR 3 £ 22 [ AR RS
(PSA) Jrifigtl, FIVBAR - B/ i AN g, ARk e B .

5 WHSHE

BRAEAERESS, Fra A R4, KFFEGB/T 6682 #LE B —4ZK.

51 ZJiE (CH:CND : faifhaf,

52 HEE (CH0) : faifhal,

53 2%ZMRWEEAW: B2 mL ZEIA 100 mL FHEEFES].

54 N-NEE-Z et (PSAD 40 pm~63 pm.

55 F\FEEEEA R A] (Cig) :+ 40 pm~63 pm.

5.6 ARZGARAES: WRHERREM (CAS 5 165252-70-0, 4HE 99.4%)  WRHUIACIEY UF
PRdESh (CAS 5 457614-34-5, 41 93.2%)  WRHZARiH4) DN brifE il (CAS 5
457614-32-3, 4% 98.5%)



5.7  AREE R

5.7.1 WK R AR AR HE GG S VAT 20 IR RR IDUE & (1 Pk HUR e FLARU AR A - O
W2 0.01 mg) , F ZHEAR, 43 BIBCHI AL 1000 pg/mL FIFRAERE 780, -18 C FARAT .

5.7.2 Wk HUk R HARIR A AR AE P AR AR 75 2 2 0 BT 5k i i B AR A (1 o v
W, ISR 10 pg/mL bR AW, -18 C F{#1F.

6 (FESKE

6.1 = SO (- B BT A oA HE S B 1R (ESD .
6.2 HT R A 0.01 g F10.00001 g.

6.3 HLHFENL.

6.4 =g /JRERFEAL: 10000 r/min.

6.5 EiESHHL.

6.6 E5LHL: 4000 r/min.

6.7 IRIEIR G

6.8 B0 S0mL, ¥El,

6.9 JEME: 0.22 um, HHLH.

7 LR

7.1 AERIHIE

i, THITCRE S T-18 CA R VKA HRAF . WRIGHDPR 8, THIRCRE S B, SERE T ek
AN, TR w7 RE el Calin/b B FRED WiE, 25 E TR ST, -18
CTHIHEHAH

7.2 FERENSEK

7.2.1 8RR

FREUHIFC B SR 10.00 g CREAAZE 0.01 g) F 50 mL &0, A 20 mL2% LB S, £

EOEHLAIH 2 min 5, 4000 r/min 550 5 min, WH 2 mL F3ERT 15 mL 08T (38

um} 100mg PSA F1 100mg C18) ek Jaid 0.22 um JERE, FVRCRH (- 53 1%/ 5 4 0 52

7.2.2 FR

FREUHIAC TR 5.00 g CREFIZE 0.01 g) T 50 mL &0, J7K 10 mL &% 30 min, A
20 mL2%Z R I, 4 mi 0 BOFL A3 2 min 5, 4000 r/min 250> 5 min, WYHL 2 mL EiER
F 15 mL B8 GRETFREE 100mg PSA F1 100mg C18) iR AL 5 0.22 pm JEME, F
WAE BT - T /5 B A .

7.3 ME



7.3.1 BEBIESEERN

a) i CI8HE, 100mmX2.1mm (id) , 3.5 um, BCHEREAHZSE
b) fEilt: 40 C.
c) JiiE: 0.3 mL/min.
& dEFEE: 2.0u L.
e) MBI A: 0.1%F BRI

WEH B: HEE.
£ BHEEURM R WL 1.

R BREEVERLA

P[] o 0.1% R /K B
(min) (mL/ min) (%) (%)
0.00 0.3 80 20
0.5 0.3 80 20
3.00 0.3 10 90
4.00 0.3 10 90
5.00 0.3 80 20

7.3.2 FRESEZEN

a) HEJTA: ESI+:;

b) KT 2 B

o) BFIRIRAEE: 500C;

d) HHEE: 5500v;

e) M%< Jiik: 50L/h;

£ AMAIIE: 50L/h:

g) MlbE S HE: £5200~600L/h.

2 WRHURE S AN 2 RS T I W S 4L

LR {RBE ) /min | EPEE T /m/z SE 1 B X /m/z EEBEE/NV | RiEEEE/eV

) 203.3/87.1 54 22

R H i 1.79 203.3/87.1
203.3/129 54 16
o 159.1/102 70 20

W HURAR ) UF 1.47 159.1/102
159.1/67.1 70 29
. 158.0/102.1 65 20

Wk H AR ) DN 0.78 158.0/102.1
158.0/57.0 65 30

7.3.3 BIENESHIE
AR R T I B S R DL, B O A 3 B AR v AR YR AT B b o ARvEE AR




TBURTVARF MUY P AR 24 1 i 7 A 35 AR AR RS 2 P 0 S S PRl P o AE IR A AR 26 AF TR, Ik e [
ARUFPI R R BT TF] 23 A28 1,79 1.47. 0.78 min, 2 )87 25— i I €335 1 2 LB SR A 4%
N L3R S AFREAT R SR DN E 5 AS I AE i P G Ve OR B IS [) S A v it — B, HL SR A 2
AR AN 2 — B AR 2B SO VR ZE AV IR 1 M2 Ve Bl 00T 0 g i A A
X I o

x1 EMHBIEENBETFEENRKRITRE

XS FFE >50% 20%Z 50% 10%Z 20% <10%

FOVF AR SR 2 £20% £25% £30% +£50%

7.4 ZTHIRLE
BRASIIRFESL, 4% iR EAE S RIEAT
8 ZRITEMRTIE

PR B (1) HELRRE R S RZI A, LA A A (AT

X:M .......................................... (D)
Agxm
2
X MRS E, PN TR (ug/ke) ;
A TR PR 2 R U T A s

V— BRI KRB, AN ZT (mL)

Cs PRUE AR ARG IR, Ao R T (ug/mL)
As— b TARR A2 I i T A 5

BRI E, A0 () o

M WSS R AT MR AR BMERR, DR A T

m

9 HE

pC

fEE BV T R AL IS R X ZE S HREATHENE (A
Y, NATEHIR B ESKR,

10 E=ZFRFEIE

10.1 E=R

ARIFIEN 2 2R HZ N 0.02 mg/kg, WkHUZARIEY) UF N 0.02 mg/kg, Wk HUEARE
DN 4 0.02 mg/kg.




10.2 [EYgFR
AT S IR B N [ A 2 Y el DL Ff 5% Co



Bi#R A
(FTRME)

Bk BR B B I AR A TRLC-MS/MSBY 22 [ RZ M55 (MRM) 812 [E

[WTIC of *MRM (6 pairs): from Sample 4 (FCA+M-200109A-10a0.3-8) of ...

Max. 8.2e5 cps)

Time, min

1—RREEARACBIION;  2—RRERBRAIEYIUF;

3—MkHBZ

EA. 1 BkHBR B EAR AR S LC-MS/MSEY 22 iz RZ 455 (MRM) &iZ%E (0.3 ug/mL)

Mk B
(Hset)
SWENEEMHER

* B 1 XREANEEMEX

W2 7y 25 & i R
mg/kg %
<0.001 33
>0.001<0.01 27
>0.01<0.1 16
>0.1<1 15
>1 15




Mis% C
(BRI
WK H g R A B RS E

0. 1 PR ERGEMRICE ., FRPARINREREWRTERE (%)

4 I (mghgy | VREER R
BISCRIEE (%) | PR (%)

0.02 91.9~97.0 92.2~96.6

Wk i iz 0.2 81.5~88.3 91.0~93.5
1.0 77.0~80.2 88.4~93.7

0.02 78.2~81.2 92.3~97.7

UF 0.2 82.1~89.5 89.6~93.4
1.0 79.3~83.6 85.0~91.0

0.02 81.3~86.6 75.6~84.0

DN 0.2 86.9~91.9 76.1~81.9
1.0 77.1~84.1 81.0~85.8




