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Abstract: A high performance liquid chromatographic ( HPLC) method was established for the

analysis of niclosamide ethanolamine residue in rice and paddy field. The paddy water and plant
were extracted with alkaline ethylacetate while the paddy soil rice husk and unpolished rice
were first extracted with alkaline ethanol and then with ethylacetate. The extracts were then
cleaned-up by a Florisil column and detected by high performance liquid chromatography with
an ultraviolet detector (UVD) on a Welchrom CI8 column (250 mm x4.6 mm 5 pm). The
calibration curve showed good linearity from 0.01 mg/L to 10.00 mg/L with the correlation
coefficient more than 0.999 8. The average recoveries of this method were from 93.47% to
100. 9% with the relative standard deviations of 1.46% —5. 82% at the spiked levels of 0.01 —
5.00 mg/kg. This method is fast simple sensitive reproducible and practical for the determi-
nation of niclosamide ethanolamine residue in paddy fields and can meet the requirement of
the determination of pesticide residues.
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Table 1 Recoveries and relative standard deviations (RSDs) of niclosamide ethanolamine spiked in
paddy water paddy plant rice husk unpolished rice and paddy soil (n =5)
Sample Spiked/( mg/kg” )  Recovery/% RSD /% Sample Spiked/(mg/kg”)  Recovery/% RSD/%
Paddy water 0.01 97.45 5.82 Unpolished rice 0.05 99.87 3.18
1.00 95.84 4.49 1.00 93.47 2.44
5.00 99.45 1.98 5.00 98.50 1.65
Paddy plant 0.05 96.13 4.99 Paddy soil 0.03 96.39 4.48
1.00 95.16 3.41 1.00 94.54 3.06
5.00 99.24 1.50 5.00 99.40 2.60
Rice husk 0.10 100.90 5.49
1.00 92.88 3.35
5.00 98.86 1.46
* Because the density of water at 4 C is 1.0 g/mL the mg/L equals about mg/kg.
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Fig. 1 Chromatograms of niclosamide ethanolamine standard solution (1.0 mg/L) blank and spiked samples (0.5 mg/kg)

a. niclosamide ethanolamine standard solution; b. blank paddy water; c.

blank paddy soil; f. blank paddy plant; g.

rice; k.

spiked blank unpolished rice.

spiked blank paddy water; d. blank paddy soil; e. spiked

spiked blank paddy plant; h. blank rice husk; i. spiked blank rice husk; j. blank unpolished
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Table 2 Contents of niclosamide ethanolamine residues in paddy soil paddy plant rice husk and unpolished rice mg/kg

Spray  Interval

630 a.i. g/hm? of spray dose

945 a.i. g/hm? of spray dose

time time/d  Paddy soil Paddy plant Rice husk Unpolished rice Paddy soil Paddy plant Rice husk  Unpolished rice
2 42 0.073 0.520 0.382 0.120 0.116 0.834 0.480 0.204
52 0.052 0.186 0.270 0.108 0.068 0.314 0.310 0.170
62 0.039 0.159 0.198 0.061 0.056 0.298 0.211 0.074
3 42 0.094 0.670 0.484 0.130 0.138 0.945 0.549 0.251
52 0.063 0. 191 0.375 0.116 0.076 0.548 0.367 0.176
62 0.047 0.180 0.290 0.067 0. 065 0.323 0.238 0.084
a.i.: available ingredient.
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