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An effective methodology for analyzing dinotefuran and its metabolites in plum using liquid
chromatography-tandem mass spectrometry
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Asimple and effective method was developed for analyzing dinotefuran and its three metabolites, MNG, UE, and DN in
plum using liquid chromatography-tandem mass spectrometry. Due to polarity and high water miscibility, dinotefuran
and some of its metabolites were difficult to extract using acetonitrile and salt following QUEChERS sample preparation
methodology. Therefore, sample was extracted with methanol, and purified with dispersive solid phase extraction procedure
(d-SPE) using primary secondary amine (PSA) and C18 sorbent after filtration, and marked up. Due to the suppression effect
from plum matrix, a matrix matched calibration curve was constructed for all of the analytes which provided good linearity
with determination co-efficient R220.998. Method was validated after fortification of two different standard concentrations
(10 X LOQ and 50 X LOQ) into control plum matrices with three replicate for each of the concentration. Acceptable recovery
was observed for each of the fortified analytes and was ranging between 83.01 and 110.18% with relative standard deviation
(RSD)<8.91. The method was successfully applied to field-incurred plum samples and dinotefuran and all of its metabolites
were found as residues. The method can be extended to those polar compounds which have solvent and partitioning problems
in any of the versions of QUEChERS.

QuPlT’e method ‘ Newly developed method ‘
10 g sample 10 g sample

Add Water 100 pL std fortification
12 mL. MeOH
10 mL acidified MeOH .
50 pL Internal Standard Shake 1 min
Shals Tann Filtration with Whatman 6%
filter paper
Cemrﬁloggofor S Mass up until 20 mL
4 1P with MeOH and shake

Syringe filter

Transfer 1.5 mL aliquot
(3 mL aliquot) g =

dSPE with 30 mg PSA, 30 mg C18

_Transfer I mL ] Transfer 0.5 mL aliquot to a GC
aliquot to a GC vial vial and add 0.5 mL McOH
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