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Abstract Objective To establish an LC- M S/M Smethod to sinultaneously detem ine 8 sulfonam ides ( sulfad m—
ethoxn sulfadin din sulfan erazin, sulfameter sulfan ehoxazle sulfapyriding sulfasam idin sulfisoxazle) residues
n meat M ethods By adding eprosartan as intemal standard ham ogen ized meat sam ple w as deproteinated w ih ace-
tonitrile The analysiswas perfomed i reverse phase liquid chranatography and detected in multp le reaction mon+
torng mode Results In thismethod the detemm nation was not effected by endogenous canpounds RSD s of ntra
— and nter— assay were lower than 10, LLOQ was 10 ng® g : (SN > 10); Relatwe recovery of sulfonam ide
was 86.0% — 108. % ; Calbrations betwveen 10— 300 ng* g_1 exhibited consistent Inearity and reproduc b ility

Conclision W ith a sinple sanple pretreament specific and cost— effectve assay, the proposed LC- MSMS

method is suitable for sulfonam ide residues analysis n meat
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Tab1 Sulfonamides and ntemal standard M S cond ition

( parent ion)

(daighter ion)

( can pound) 01 Jan 03 Jana (DP) IV (FP) N (EP) N (CE) N (CXP) IV
( suludinethox in) 311 156 55 360 15 29 9
( su adin idin) 279 124 50 310 15 31 7
( sulém erazin) 265 92 45 320 15 41 13
(sulfan eter) 21 156 45 330 15 2 11
( sulbm e hoxazm ) 254 156 40 360 15 23 13
(sulfapyridine) 250 156 50 300 15 23 15
(sulfison idin) 279 124 50 310 15 31 7
( sulfsoxam k) 268 156 40 370 15 20 7
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Fig 1 MS? mass spectra
A. (sulfadinethoxm) B. (sulfadin dn) C. (sulfamerazn) D. ( sulfam eter)
E. ( sulfm ethoxazok) F. ( sulfapyridine)  G. ( sulfassm din) H. (sulfsoxamle) I

( ntemal s andard)

32 , 20 20Q 300 ng* g '
10 20, 40 80, 100 20Q 300 ng* . (
g 20, 200, 300 ng* g ' , 3), 86. 0% ~ 108. 9%,
X RSD 10%

, Y 3.4 ,
, . 1K , 20 200 300 ng* g ' ,

2 , , 061524 h

., 10ng* g (1LOQ) L,RSD 3. 1%~ 17. %% ,
24 h

3.3
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Fig2 LC-MSMS chranatograms atLLOQ( 10 ng* g ')
A. (sulbdmethoxin) B.
E. ( sulfam ethoxazole)

(suladmidn) C
( sulfapyridine) G.

( sulfan erazin)  D.

(sulhsandm) H

( sulfsoxazole)

( intemal s tandard)

2

Tab 2 Regression equation of sulfonam ides

( ampound) ( regression equation) 4
( su ffad m ethoxin) Y=0.1396Y - 0. 367 0. 916
( sulfadin idin) Y=0.0552X - 0. 162 0. 9950 41 (6]
(‘sulfmeraz n) Y=0.043% - 0. 109 0. 9957
( sulfam eter) Y=0.0602X - 0. 178 0.913 )
('su ¥am ethoxazo le) Y=0.0602¥ - 0. 146 0. 9937 ’
(sulfapyridine) Y= 0. 0665 - 0. 002 0. 9941 )
( sulfasm idin) Y= 0. 147X - 0. 462 0.9934 ,
( sulfsoxazole) Y=0.0791X - 0. 236 0. 9934

3.5

LC-MSMS

(

( sulfan eter)

I
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Tab3 Precisbn and recovery of sulfonam ides
( nta— day n= 6) ( inter— day, n=3)
(fortified level)
/ ' (‘canpaund) (mem) £ (recovery) RSD Mo (mean) T ( recovery) RSD Mo
ng* g
SD/ng* g1 Mo SD /ng* ¢! Mo
20 ( sulfad m ethox in) 19.60 76 980 39 200%1. 08 100 0 5.4
(sulfadin idin) 20.3t0 67 101.7 33 2051107 102 3 5.2
(sulfm erazin) 20.7%1.45 103 5 7.0 203%1.26 101.3 6.2
(sulfm eter) 20.2*0 75 100 8 37 21 1%1.48 1052 7.0
(sulfan ethoxazm k) 21.7%1.84 108 3 85 213%2.13 106 3 10.0
( sulpyridine) 20. 6 £0 99 103 1 48 205177 102 3 8.6
(sulfasam idin) 21.8%+1.38 108 9 63 21.8%1.37 108 8 6.3
( sulfisoxamle) 21.3%1.18 106 3 56 2L6%1.77 108 1 8.2
200 (sulfad in ethox in) 172%7. 64 860 44 1881139 94. 1 7.4
(sulladin idin) 178%12. 8 89.0 7.2 192136 95.8 7.1
( sulfm erazin) 181%11.2 903 62 190110 8 95.1 5.7
(sulém eter) 18318. 85 91.3 48 189 10 1 94.5 5.4
(sulfan ethoxazm le) 179£10. 2 896 57 192412 1 95.8 6.3
( sulfapyridine) 185£12.8 925 69 191£11.0 95.3 5.8
(sulfasam idin) 185%£12.9 925 7.0 189F13 6 94.5 7.2
(sulfisoxazmle) 179%£12.9 895 72 189 £13 0 94.5 6.9
300 ( sulfad i ethox in) 295%21. 4 982 73 297 *16 5 98.9 5.6
(sulfadin idin) 293%22.3 97.7 76 296174 98.6 5.9
(sulfm erazin) 292+24. 5 97.4 84 292422 3 97. 4 7.6
(sulfm eter) 302+25. 5 100 7 84 2954211 98. 4 7.2
(‘sulfan ethoxaz le) 205%23.2 983 79 202+17.2 97. 4 5.9
( sulpyridine) 307£25. 1 102 3 82 298 £19.0 99. 4 6. 4
(sulfasam idin) 2931£20. 7 97.7 71 2851218 95.1 7.6
(sulfisoxazmle) 290£22. 7 96 5 78 287 +18 1 95.6 6.3
—1
4 (ng* g ) 4.2
Tab 4 The determ ination results of L6] O
, :
sulfonam ides in m eat products
2 2
1 2 3 4 5 6 ®
o
(Nol (No2 (No.3 (No4 (No5 (Nob6
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pork) pork) pok)  chicken) chicken) pigem)
3 - ’
. . <10 < 10 < 10 <10 < 10 <10
( sulfadin ethaxin) 5 @
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2
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