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Method Validation of Flumethrin in Honey by LC-MS/MS
Wiphada Sirisomphobchai  Sarawut Chookrachun = Suijittra Yoswantha Panida Klaiklang

ABSTRACT

A method for analysis of flumethrin in honey was developed by LC-MS/MS (Triple
Quadrupole). The flumethrin in honey samples was extracted with acetonitrile and water.
The sample extract was centrifuged and the supernatant was evaporated to 1 mL using
a nitrogen evaporator at the temperature not exceeding 40°C. The extract was cleaned
up by florisil column chromatography and eluted with hexane : ethyl acetate (1:1). The
residued was evaporated and adjusted volume to 1 mL with methanol. The HPLC
separation was performed on an Inertsil ODS column with gradient elution of 10 mM
ammonium acetate in 0.01% formic acid : methanol as the mobile phase. The triple
quadrupole mass spectrometer (MS/MS) technique was used to confirm and quantify
analytes using mass per charge (m/z) in electrospray positive ionization mode (ESI+).
The average recovery of flumethrin in spiked sample at 10 pg/kg was 87.59%. Linearity
ranging from 1 to 50 ng/mL of standard solution was obtained with coefficient of
determination (Rz) equaled to 0.992. Limit of Detection (LOD) and Limit of Quantitation

(LOQ) were 1 and 2 pg/kg, respectively.
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Repeatability Reproducibility Range of mean
Audindu (lulasnsusaniansu)
% RSD, % RSDg % recovery
>1<10 30 45 60-120
>10<100 20 32 70-120
~100<1000 15 23 70-110
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- AN9ZUBIAU LC

TUALAZIUIAURY LC column : Inertsil ODS 3 um, 2.1x150 mm.

Injection volume 210 pL

Flow rate : 0.5 mL/min

Mobile phase A : 10 mM ammonium acetate in 0.01% formic acid

B : methanol

Gradient : Time %A %B
00.00 50 50
01.00 50 50
07.00 0 100
11.00 0 100
12.00 50 50
15.00 50 50

- 4N112URIAIU Mass Spectrometer

lon Source . H-ESI (+)
Positive voltage . 3500V
Sheath gas . 50 Arb
Auxiliary gas : 15 Arb
Sweep gas . 2Arb

lon transfer temperature: 350 °Cc
Vaporizer temperature : 400 °Cc
Tl ANANIIMIIRARLAT MS/MS transition 189819 HANNINNITIATIEN AIANTINT 2 LAY

TasunTnunsuAsgL 1

M1519% 2 A1 MS/MS transition AB9A1S flumethrin NYINN15ASIAILATIEI

RT Quantification Confirmation Confirmation
Analyte
(min) transition (CE; V) | transition 1 (CE; V) | transition 2 (CE; V)
9.85 flumethrin 527>267 (13) 527>239 (27) 527>510 (7)




RT: 8.37 - 11.37 SM: 15G
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