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Simultaneous Determination of Cyromazine and Melamine in Green Vegetables With HPLC. LIU De-jin', GE
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ronmental Protection, Nanjing 210042, China)

Abstract: An analytical method has been developed for simultaneous determination of cyromazine and metabolite mela-
mine in green vegetables using a high performance liquid chromatograph ( HPLC) coupled with an ultraviolet detector.
Fresh green vegetable samples were freeze-dried, homogenized and subjected to extraction in solution containing 95%
methanol and 5% aqueous ammonia assisted with ultrasonics. The extracts were concentrated and purified through centrif-
ugalization, rotary evaporation and solid phase extraction, and quantified using a high performance liquid chromatography-
ultraviolet detector. It used an Agilent NH, column as chromatographic column for separation, solution consisting of 90%
acetonitrile and 10% water as carrier with a flow rate of 1 mL + min~' and worked with a wavelength of 214 nm. Tt was
found that the standard curves of cyromazine and melamine in the range of 0. 05 —10. 0 mg + L' showed a good linear re-
lationship with their peak areas with correlation coefficients not less than 0. 999 5 and the recovery rate of cyromazine and
melamine at fortified levels of 0.2 —4.0 mg - kg™' varied in the range of 81.26% —87.69% and 78.24% - 82.33%
with relative standard deviation being 2. 75% —6.18% and 3.99% —6.67% , respectively. The limit of quantification
(LOQs) was 11.30 pg - kg ™' for cyromazine and 20. 38 wg - kg™' for melamine. This method is simple, sensitive and
suitable for determination of cyromazine and melamine in green vegetables.
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Fig.1 Effect of content of ammonia water on

recovery rate of cyromazine and melamine

FE L AT Bt 2K He B3, B0 2 R A =
SR (SR R 30, 55 R S i 2K Y e Ak P
FHEL, B w o 5% 1K AL BEER PN 28 W Fil = 2R
WU 1 [BISCRIG I 2 20 1 73 i, FRAR S22k
AL, 1T AC 3R S foloidl N B, Rt i 3 12

40 -
Rt
24

16

F % /mAU

R oaop
E 30}

240

160

VOEK) V) =5 195 [ & W WAE N 2
A
2.3 EHEZERHEL

BLERBE RN FES AR CENE
BURRIS AR I, HLAE WA 38 2047 v 4 T4t B br i
SIHT, AR vk R . [E AR AE I (SPE) fE A 30
W R AR TS B, 4 5 2 AT 7 vk A PR A R
U I ELBRAE T B, BRI DR AT A B

] CNWBOND Poly-Sery MCX &4 5% FHE T
A#e SPE /NEBEFT L. S T8 H AR & W TE &
TSR W B 70 A AR B PR A
HUAE LB RERE T 10% , ELYA R pH {8575 18 05 fft
R B RS 278 T, AR R PR T A =
SRR E 280 (K, ) VLR 15 v AL 5 01 4 15
PRIBUR I WC I e 5 28 R WRAR B2 1 ~2 mL, 4R
JE A 20 mL 10 mmol - L™" H,S0, ¥ , ¥
PR RN = B UM 5 Ak 1F B T T2, 45 [# A
B R AL

[ ARRE G R A 30 50 A B AR A 8k
IG5 8 /E B 300 1, 3 525 % B V(10 mmol -
L™ H,80,) 1 V(ZJiE) =595 MR AV e sk LBk
TR A R0 H AR . a2 af bk
B 2(h) A 2 () BN AL bR 20 B 2 P8 2 (a) FI A
2(d) {10 155, 21k SPE AL , 2 B4 0] [ 15 3]
REGAGHT A 1710 A2 47, T F R i B 35 A 18 3578
Ak, X Fe B MCX 5 AR 4 UK RE 22 B) 90% LI L ) 7%
Ji, FEREB AT LR B E AR, AR A H [B] i R e
95% L) I,

400

b

320

240

160
80

t/min

I—FRNER; 2— = H %k, a—0.5 mg - L™ SRS EIE A = R ENER A0RHE; b— 32 (IFER; VRN 0.5 mg - L'
TR = 0 U I T S0 RE 5 (R 2 FAIAETGAE) 5 d—WM 0.5 mg + L™ BRIV 0V = 58 U 1 75 SERE 0 ( 2ot FIARAEUAHE )

B2 RREE.ZREMRRERTIERNEEE

Fig.2 Chromatograms of the standard samples of cyromazine and melamine and their samples
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