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Fig.1 The chromatogram and full spectrum of ultraviolet absorption of cyromazine
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Fig.2 Effects of different extraction solvents and methods on the recovery of cyromazine
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Fig.3 Effect of various precipitants on vegetable matrices
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Table 1 Filler functional groups and purification mechanism of five commercial solid phase extraction column
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180 162.9
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Fig.4 Instruction diagram of MCX composite solid
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Fig.5 Comparison of recovery rates of different
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Fig.6 Retention capacity, peak width and peak shape symmetry of cyromazine on each chromatographic column
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0.99871, Zr5ILAJr i 3 55 M I (SIN=3) 5 10 f%
15 M L (S/N=10) 718 & 11 BR (LOD) 24 0.012 mg/
ke, % 5 R (LOQ) A 0.040 mg/ke
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Bl 223K
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Table 2 Recovery rate and precision experiment (n=6)

] L VEERTT=ITEY
e RSD/%
mg-kg™ %

27 0.05 79.7 3.1

0.1 81.5 1.6

0.5 83.4 2.4

FIN 0.05 82.1 2.0

0.1 83.4 1.3

0.5 86.0 2.1

X &% 0.05 85.3 2.5

0.1 85.5 1.2

0.5 87.0 1.6

L& 0.05 71.7 2.8

0.1 79.8 2.2

0.5 80.4 3.7

Oy JeRedly, UTFAE A ARG K i, L A
0~1.3 mg/kg JE [ , 77 7E bRk BG4k 100 5] & A
KA dh 2 XK

3 #Hit

SR FHV B IR S 1 WA 205 - o 7 2 Y 7 5 IR
KM, T 5 2 [ AR A O AL Tl iR 4
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Determination of Cyromazine Residues in Vegetables by Composite Solid—phase Extraction
and Reverse Phase ion—pair High Performance Liquid Chromatography

Wang Chenglong, Liu Jia", Wang Yu, Huang Xiaoqing, Lin Zeshan, Zhao Jinli, Tan Jinping, Huang Song
(Guangzhou Institute for Food Inspection, Guangzhou 511400)

Abstract A rapid and accurate method for the determination of cyromazine residues in vegetables by composite solid—
phase extraction and reversed phase ion—pair liquid chromatography (IS-RPLC) was established. The target was extracted
by multiple ultrasonic extraction with ammonium bicarbonate solution, purified by composite solid—phase extraction col-
umn, and separated and determined by IS—-RPLC. The calibration curve showed good linearity in the range of 0.1~2 wg/
mL with the correlation coefficient greater than 0.998, and the limit of detection (LOD) of the method reaches 0.012 mg/
kg, which can meet the regulatory and judgment requirements for the residue of cyromazine. Recovery experiments show
that the recovery range is 77.7%~87.0%, and the relative standard deviation (RSD) is 1.6%~3.7%. The problems of low
extraction recovery and difficult purification in the determination of cyromazine were effectively solved. The chromato-
graphic peak shape of cyromazine which separated by C8 column combining with the ion-pair reagent was sharp and an-
ti-interference.

Keywords reversed phase ion—pair liquid chromatography; composite solid—phase extraction; cyromazine; vegetables



