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Determination of cyetpyrafen residues in wolfberry

Liquid chromatography-mass spectrometry
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AIBSCR 3EH T A

GB/T 6682 #1556 & F /K HUAS AR I8 7 v

3 RiEMEX
A BA T IARIEFR E Lo
4 R

R SRR B FIA SRR AIN-PY 5k 2 i [ AHAEE (PSA) 73 #ldl, RV i -
JHE O B SR AR IE , A PRI E & .

5 WS HR

BRAEF A eSS, BRI AT, KFFEGB/T 6682 HLE I — %K.
5.1 ZJE (CH,CN) : faifhafi,
5.2 HEE (CH,0) : thaifal,
53 SALEY (NaCD : Z#rali.
5.4 N-TN3E-Z W7 (PSA) : 40 pum~63 Bm.
55 fssftbk®E (GCB) : 120-400 H.
5.6 RZubRUES: MBI (CAS 5 1253429-01-4, 4% 99%)
5.7  bRAEREIRECH
5.7.1 ZMEEEEARAERE S I S I HERR AR BOE & 1) £ M IS AR S ORI S 0.01mg) , H
FEE VA, 4 I B 1000 w g/mL [RIARAERE VAW, -18°C R IRAT
5.7.2 ZMEREARAE T RNE TR AR 75 B4 I U B 2 Wi B bR HERE 2, F SIS RRRERK 10
u g/mL ARERE &I, -18°C FIRAF o

6 NFEEHRE

6.1 B -/ FE A A I A TR (BSD .



6.2 AT RSP JEE 0.01 g A1 0.00001 g.
6.3 LML,

6.4 =idJRERFEAL: 10000 r/min.

6.5 Ak,

6.6 E5LHl: 4000 r/min.

6.7 IRIEIRAR.

6.8 BIOVE: 50mL, ¥k,

6.9 JEME: 022 um, AN,

7 SR

71 RERNHIE

i TAACHE A T-18 CHRIRIKAE T ORAF . IR R . THACHE S, SRR e
HANLAT I, TR s T REB N CRrin B RED K8 (30 g F Aty BRI 8] Y 30
s) » A ETRMRT, -18 TREEH.

72 H@ENSEL

FREUHIAC &4 2R 10.00 g, T2 5.00 ¢ CGRERAZ 0.01 g) T 50 mL &.04F, I 20 mL Z 1,
EARMHER IR 2 L2 40 min, A 5.0 g S4b8h, & L+, HRFEL 1 min, BNELO
Hl, 4000 r/min &> 5 min, WH 2 mL FJERT 15 mL 2508+ GEFTFREF 50 mgPSA #1110
mgGCB) JRIEFEITE 0.22 wm JEME, FHIBROH (o ii- 5 1%/ 5 i) 5
7.3 ME
731 HHEBIESEENT

a) fhifk:: Eclipse Plus C18 #£, 100mmX2.1mm (i.d) , 1.8 um, BEPEREAIE .

b) HEif: 35C.

¢) Ji#E: 0.3mL/min.

& FENAHEE: WK 1.

R 1 FBIHHBER AT

i8], min 0.1% T K, % R, %
0.00 95 5
3.50 5 95
8.01 95 5
10.00 95 5

e) HFEE: 1.0uL.
7.3.2 RiESEEH
TR A
733 GIFNESHIE
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D5E , F7 R i 1) € 1 Ve OR B I 1) S5 ARt i — B0, B S AR EEAR AR e AR VA VR IR X = 2
— B MR S VR ZE AN R 2 RUE BT, DU AT SR il P AR LRI o

R 2 EVERRIEAN & 7 B ROK f v 22

XS FFE >50% 20%%E 50% 10%% 20% <10%
VRIS 2 +20% +25% +30% +50%
7.4 =Z=HARAKE

BRAINRAE SN, 4 Rk AP BT .
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:AXCEXV
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e
X PRGNSR, BACAROCE T (mgkg)
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9 HEE
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VE: U E S5 SR APPATIE AR ERR, R 3T

PRAE AR P ARG HIREE, Ao AT (ng/ml)
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10.1 EEMR
AJ7EE EIRLE 0.01mg/kg.
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a) BEJT: ESI+;

b) Kl 7 : MRM;

c) MMIZ k. 3.5kV;

& BAELRIEEZ: 300 C;

e) fipf#HJj: 1.5 mTorr;

£) #4<: 30 arb;

g) 4 10arb,

RA T LRI 2 SN BT I 2 5

‘ ) N ez ingl]| filh 4 it =
4% (B /min | PR Tt /m/z 5 BB Tt /m/z * / /“V
S (&
. 394.1/254.0 0.1 31
2. M s 6.30 394.1/310.1
394.1/310.1 0.1 23
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MR E R RS E

RT: 0.00 - 10.00
6.30 NL:3.46E5
100 TIC F: + ¢ ESI SRMms2
394100
80 [253.999-254.001,
310.099-310.101] MS
YZMJ-210226A-10a01-12
60
40
20
0.22 0.46 0.64 0.99 149 1.68 227 255 299 3.18 360 3.91 4.26 460 510 5.54 5.83 6.13 6.56 6.88 7.44 8.01 8.18 8.71 9.21 9.38 9.90
0 NL: 1.19E5
100 )
m/z= 253.50-254.50 F: + ¢
ESISRM ms2 394.100
a0 [253.999-254.001,
s 310.099-310.101] MS
& YZMJ-210226A-10a01-12
2 60
S
3
<
?
£ 40
K4
3
o
20
013 053 099 141 168 227 255 2.99 318 337 391 442 459 509 552 583 651 681 7.13 7.56 7.86 8.06 858 9.12 938 9.89
0
5.30 NL: 2.28E5
100 miz= 309.60-310.60 F: + ¢
ESISRMms2 394.100
80- [253.999-254.001,
310.099-310.101] MS
YZMJ-210226A-1001-12
60
40
20
022 046 095 149 183 204 246 294 309 372 399 461 498 523 554 613 \_ 652 688 7.44 871 921 965 991
| o e e UL B NI B
0.0 05 1.0 15 20 25 3.0 35 4.0 45 5.0 55 6.0 6.5 7.0 75 8.0 85 9.0 95

Time (min)

KIB. 1 Z M AU (R0, 1w g/mL) LC-MS/MSHIZ e i Wil (MRM) 33 %]

Mi® C
(R

Z i B [ W 2 35
RC. 1 LMEEAEMACEE . TR AP A IR S SR TE ] (%)

B IR E (mg/kg)

R iR

[BIRTEE (%)

ke TR

[BIRTERE (%)

ek i 0.1

0.01 80.4~100.8 80.5~105.1
82.6~105.6 82.5~100.6
1.0 89.8~103.9 88.5~100.2




Bts% D

(M3Et)
THEATEMER
F D1 SR N EE IR
B 2H 535 g/ kg e

<0.001 36
>0.001<0.01 3
>0.01<0.1 ”
>0.1<1 18

>1 14




