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Determination of 8 Sulfonamides in Feed by HPLC

QIN Yan, ZHANG Mei_jin, LIN Hai_dan, CHEN Jie
( Food Inspection Center, Guangzhou Entry— Exit Inspection and Quarantine Burean, Guangzhou 510623, China)

Abstract An effective nethod was developed to determine 8 sulforamide drugs in animal feed by liq
uid— liquid extraction( LLE) , solid phase extraction( SPE) and HPLC. The analyzed compounds were sulfa
diazine, sulfamerazine, sulfamethazine, sulfamethoxypyrazne, sulfamethoxazmle, sulfamonomethoxine, sub
fadimethoxine and sulfaquinoxaline, respectively. The extraction and cleanup parameters were discussed
and optimized. The detection limits of these SAs in feed were 0. 20 x 10~ (w) . The recoveries from
spiked feed samples( spiked level= 1 mg/ ke) were over 68% , the RSD was less than 12%
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(sulfaguinoxaline, SQX) Sigma , 9% ~ 99% ; ( );
( EtOAc) ( ); Waters OASIS ~ MCX( 60 mg/ 3mlL) SPE
SAs (100 pg ml), — 18 C
1.2
Waters : 515 , 2487 , 117 , Waters TCM , Mille
nium™ ;. ZYMARK R 5 MilliQ ( Bedford
, USA)
1.3
1.3. 1 S5¢ , 50 mL - 1.0%(9 (
20: 80), 5 min 4 000 1/ min 10 min
1.3.2 10 mL, 4 mol /L. NaOH pH 6.5 7.0 R 05
g NaCl 10 mL R 30s, 4000 r/ min 5 min s
, R 35 C 2mL 0. 1 mol/L
s 1 mL 3 mL 3mL 0. 04 mol/ LL SPE
, 3 mL 3 mL 0. 04 mol/ LL SPE 5 mL
o () , 1 ml 40 C
1. O mL, 0. 45 pm s HPLC
1.3.3 Cloversil C1s250 mmx 4.6 mmi.d., 5pum ; 35 C; : pH 3
1% () (A) (B); : 0.01 min 35% ( ¢) B, 21. 5 min 65% ( ¢) B, 32 min;
: 1. 0 mL/ min; : 270 nmy; : 20 pL
21 HPLC
SAs 0.0041 Sy
s 0.0034
-
’ < 0.002-
( ) HPLC , -
8 0.001
, , 0.000-
y 1 tg/min
SAs 1 0.2~ 1.0 mg/ L
, 8 (Y, uves) I8
Fig. 1 HPLC chromatogram of 8 SAs
(X, mg/L)
1 8
Table 1 The linear regression equations of calibration curves for eight SAs
Compound Lirear equations Correlaton coefficient r
SD Y= 1. 66x 10 X+ 1.87x 10° 0. 997
SM: Y= 1.29% 100 X+ 1.13x 10’ 0. 99 8
SM, Y= 1. 20x 10° X+ 1.29x 10° 0. 999
SMP Y= 1. 22x 10 X+ 1.09x 10° 0. 99 8
SMZ Y= 1.29% 10 X+ 1.23x 10’ 0.998
SMM Y= 1. 43%x 10° X+ 1.19x 10° 0. 99 8
SDM Y= 1. 08x 10" X+ 8.27x 10° 0.999
SQX Y= 1. 19x 10 X+ 6.89x 10° 0. 999
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’ ’ Fig.2 'The basic stucture of SAs dmgs
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Table 2 Recoveries of liquid- liquid extraction at different pH values with EtOAc
R/ %
Compound pK.! 3 Deionized water buffer system* Feed samlglem
PH 5.0 oH 65 pH 9.0 oH 5.0 oH 65
SD 6.4 89. 0 86.4 52.2 .1 80. 3
SM, 7.0 93.2 90.3 67.1 8.2 88 2
SM, 7.5 94. 7 88.7 70.0 87.2 86. 5
SMP 7.2 85. 9 86.9 3.0 76. 5 85. 4
SMZ 5.4 92 6 84.6 47.9 8.7 87 4
SMM 6.5 90. 4 89.7 53.4 8.3 81. 6
SODM 6.2 88. 7 822 55.8 5.0 83. 1
SQX 5.5 88 1 83.6 4.2 76. 6 78. 8

* delonized water buffer system: NHsAc— AcOH(pH 5. 0), NaHPOs— AcOH(pH 6.5), NaxCOs— NaHCOs(pH 9. 0); SAs concenration: 1. 0
mg/kg ** spike level in chicken feed: 1.0 mg/ kg
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