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Fig.1. Structure of furilazol.
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Fig.2. LC-MS/MS chromatograms obtained SRM mode
for furilazole 0.5 ng/mL
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Fig.3. LC-MS/MS mass spectrum obtained scan mode

for furilazole 1 pg/mL
ESI positive, cone voltage:4 V
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Fig.4. LC-MS/MS mass spectrum obtained scan mode
for furilazole 1 pg/mL
ESI positive, cone voltage:42 V, collision energy:14 eV
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Table 1. Effect of sample matrix on the ionization of analyte

Sample Cig FL GC NH, PSA SI
Maize 0.86 0.87 0.83 0.94 0.95 0.93
Sweet corn 1.05 1.05 1.18 1.01 1.07 1.08
Teosinte 1.12 0.92 1.13 0.79 0.86 0.83

a) Concentration : 0.00025 mg/L
b)Peak area of matrix sandard / peak area of solvent standard (n=2)
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Table 2. Effect of sample matrix on the ionization of analyte

. ab
Peak area ratio””

Sample
GC+C;3 GC+FL GC/NH, GC/PSA GC+SI
Maize 0.87 0.96 0.73 0.97 0.96
Sweet corn 0.97 0.97 0.97 0.99 0.79
Teosinte 0.93 0.96 0.73 1.05 0.96

a) Concentration : 0.00025 mg/L
b)Peak area of matrix sandard / peak area of solvent standard (n=2)
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Table 3. Total weight of after solvent removal

Sample Weight of residue (mg)”
GC+Cj3 GCH+FL GC/NH, GC/PSA GCHSI
Maize 3.2 3.8 4.0 3.1 4.0
Sweet corn 2.9 32 3.5 2.7 32
Teosinte 2.7 2.8 2.3 2.8 2.6
a)n=1
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L EFHAE TR U - R YA IR A A, SRR O E
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Table 4. Recovery of furilazole from agricultural products

Spiked conc. Recoverya)(%) Peak area
Sample I —— )
(mg/kg) Aberage RSD ratio
Maize 0.01 86.5 8.0 0.97
0.005 76.5 5.9 1.05
Sweet corn 0.01 96.4 5.3 0.99
0.005 85.9 8.5 1.05
Teosinte 0.01 92.0 7.7 1.05
0.005 89.3 7.6 1.07
a)n=5

b)Peak area of matrix sandard / peak area of solvent standard (n=2)
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Liquid Chromatography—Tandem Mass Spectrometry Determination of Furilazole in Agricultural Products

Maki KOBAYASHI?, Yuki OMACHI?, Yuka MORITA?, Yuki HIRAISHI?,
Takaaki TAGUCHI® and Shyoichi TAHARA?

An analytical method based on liquid chromatography—tandem mass spectrometry (LC-MS/MS) was developed for Furilazole deter-
mination in agricultural products. Samples were extracted with acetonitrile, and the extracts were cleaned on a graphite carbon—ethylene-
diamine-N-propyl silylation silica gel cartridge column. The sample solution was analyzed using LC-MS/MS and an external solvent
calibration curve. The average Furilazole recoveries (n = 5) from three agricultural products (maize, sweet corn, and teosinte) spiked at
their maximum residue limits or at a uniform limit of 0.005 mg/kg were 76.5%—-96.4% (relative standard deviation: 5.3%—8.5%). The

calculated limit of quantitation of the developed method was 0.005 mg/kg.

Keywords: furilazole, safener, agricultural products, maize, LC-/MS/MS
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