KRR 2017, 19(5): 659-664

Chinese Journal of Pesticide Science http://nyxxb.alljournal.cn
R - DOI: 10.16801/j.issn.1008-7303.2017.0089

QuEChERS 55 3%% 18 8 & - 55 5L B i B A IR i 48
IR 7 fa P AR 1 B 5k B
MARART, REET, EXE, EHE KW

(P AR B AT ST, LA 5 5 266101)

W OB AR EHFE AN RS AR LB ILEAHEDNMR TP ORE RGNS, RA
QuEChERS #T4L 2 7 ik 5 & #URA & 3% % B i (HPLC-MS/MS) A4 4, # 2 T ¥Rt A
PR A TP SR T e R R AR AR T ik, AR A THIERGIRI, & N-A
£ T8 (PSA) ¥ B AR X B4 L5, HPLC-MS/MS A4, SRk 2 3. SR AM: £
0.001~1 mg/L & B A, 4 Fr3hdpik = & KM A B kb9 &bd @A b 248 5 69 R &R £
RAFHLKMRXZ, +>09910. f£0.004. 0.01 = 0.1 mg/kg 3 ASFRAnKF T, FFH A E L
BB, FAFFRFHEIKESB A 83%~90%, 82%~96%, 85%~96% = T7%~97%, 48
stAR AR Z (RSD) 231 4 6.9%~11%, 5.4%~8.7%, 2.6%~7.3% #2 7.2%~10%. VAT > #shnK-F
AT EOE R, RIHRBLE 4T B P L ERIA S 0.004 mg/kg, ATEFTEBEAR
¥, ik, RH. ZREFHLE, EATHINR TR AMAALYKRGLEN., £2E
10 S A3 E 120 M de (B, A, # A & 30 4N AT T R, ¥ RAE B3R5 AL

B K.
FK4##17: QUEChERS; &2U&RA &3-S BT, Bk, Wik~ RAHmRE 4, &Y
FESHES: S4822 XHRFRER: A XEHS: 1008-7303(2017)05-0659-06

Rapid analysis of benzovindiflupyr in animal-origin food using QUEChERS
coupled with high performance liquid chromatography-

tandem mass spectrometry
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Abstract: In order to study the accumulation and residual risk of the broad-spectrum fungicide
benzovindiflupyr in animal-origin food, a rapid and simple method based on QUEChERS and high
performance liquid chromatography-tandem mass spectrometry (HPLC-MS/MS) was developed for the
determination of benzovindiflupyr in four animal-origin foods (pork, chicken, beef and egg). Samples
were extracted with acetonitrile, cleaned up by dispersive solid phase extraction with primary secondary

amine, and detected by HPLC-MS/MS using external standard method for quantification. The result
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showed that, in the range of 0.001-1 mg/L, the peak area in the chromatography and the mass
concentration of the corresponding benzovindiflupyr in different animal-origin foods were in good
linearity with the correlation coefficients (») higher than 0.991 0. The average recoveries of
benzovindiflupyr were 84%-90%, 82%-96%, 85%-96% and 77%-97%, with relative standard deviations
of 6.9%-11%, 5.4%-8.7%, 2.6%-7.3% and 7.2%-10% in egg, chicken, pork and beef, respectively. The
limit of quantifications (LOQ) was 0.004 mg/kg, which was defined as the lowest spiking level with
satisfactory recovery results. This method is simple, rapid, sensitive and high-throughput. Therefore it is
suitable for the residual detecting of benzovindiflupyr in animal-origin foods. A survey of 120 animal-
origin food samples collected in 10 provinces of China was conducted, and no benzovindiflupyr was
detected in any samples.
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Table 1 Gradient program of mobile phase

I i) I 0.1% TR /KW
Time/min Acetonitrile/% 0.1% Formic acid in water/%

0 10 90
0.5 10 90
1.0 90 10
6.0 90 10
8.0 10 90
10 10 90

RIS AR RIS A B T (ESD); %
B 3kV: BFIRIRE 200 °C; BYIFIRE 300 C;
EMEBIE 3.2kV; BSEJ] 344.75 kPa;  HiBhS
J£77137.90 kPa; £ H X MM (MRM), il 2%
W3R 2.
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Table 2 The instrument conditions of benzovindiflupyr in

multi-reaction monitoring mode

Retention time,  parention, daughter ion, Ie Coneiﬁm v ﬁmé% /Hhv%
fg/min mlz miz one votlage ¢
368.29 101 22
4.4 395.931
90.98 101 45

e EEET

Note: * quantitative ions.
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Table 3 The regression, correlation coefficient and ME of
benzovindiflupyr in different animal-origin food

E-35i EVEpsp HRRE HEPU
Matrix Regression equation r ME
X% Egg y="17809 940x + 15 077 0.995 6 0.8
AP Chicken y=1x10%-1994.8 0.999 5 1
J& W Pork y=5x10%+ 58 751 0.997 7 5
1A Beef y=5x10%+ 10475 0.991 0 5
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Table 4 Recoveries of benzovindiflupyr in different animal-

origin food

B IR EE R SIEL &S AR B O
Matrix ~ Spiked level/(mg/kg)  Average recovery/% RSD/%
AR 0.004 89 6.9
Ege 0.01 90 11
0.1 83 7.6
A 0.004 82 5.4
Chicken 0.01 93 5.7
0.1 96 8.7
i 0.004 89 7.3
Pork 0.01 85 48
0.1 96 2.6
ER2| 0.004 84 8.3
Beef 0.01 77 10
0.1 97 7.2
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