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ABSTRACT: Objective To establish a method for determination of acequinocyl and its metabolite
hydroxyacequinocyl residues in Citrus by ultra performance liquid chromatography-tandem mass
spectrometry-electrospray ionization (UPLC-MS/MS-ESI). Methods The Citrus samples were extracted with 0.5%
formic acid acetonitrile, purified with florisil absorbents and magnesium sulfate anhydrous, eluted with the mobile phase
of 0.1% formic acid solution and methanol, separated on the ACQUITY UPLC BEH Cig (100 mmx2.1 mm, 1.7 pm)

column, then analyzed in positive ion mode of electrospray ionization source under multiple reaction monitoring
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(MRM) mode, quantified by matrix matching curve external standard. Results

The linear relationship of

acequinocyl and hydroxyacequinocyl was good in the mass concentration range of 0.0025-0.0500 mg/L, and the

correlation coefficient was greater than or equal to 0.9984. Meanwhile, the average recoveries of acequinocyl and

hydroxyacequinocyl in whole fruit and pulp of Citrus were 70%—93% with the maxium relative standard deviations

(RSD) of 12.0% at the spiked concentration of 0.005 to 0.500 mg/kg. The limit of quantitation (LOQ) of this method

was 0.005 mg/kg. Conclusion This method is more convenient and efficient applied modified QuEChERS and

UPLC-MS/MS-ESI. Moreover, the accuracy, precision and sensitivity are satisfied to accord the request of residue

analysis of acequinocyl and hydroxyacequinocyl in Citrus.

KEY WORDS: acequinocyl; hydroxyacequinocyl; QuEChERS; ultra performance liquid chromatography-tandem

mass spectrometry; electrospray ionization; residue analysis; Citrus
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Table 1 Gradient elution of the mobile phase

FAEE  MF1A]/min Al% B/% 334 /(mL/min)
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Table 3 Standard curves and matrix effects of acequinocyl and hydroxyacequinocyl in Citrus

EY e 951} EReqt)Epy AHIE R B LODs/(pg/L) LOQs/(ug/L)
EoN Y=5.101x10°X+2142.72 0.9987 0.096 0.310
K IR
RA Y=4.456x10°X+1079.48 0.9995 0.210 0.660
‘ N SR Y=4.421x10°%+1332.11 0.9998 0.120 0.420
FHE I TR
RA Y=6.107x10°%-1095.43 0.9984 0.100 0.390
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Table 4 Recoveries and RSDs of acequinocyl and hydroxyacequinocyl in Citrus (n=5)
0.005 mg/kg 0.010 mg/kg 0.500 mg/kg
a4 E-9n
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TR B K
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