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Fig 4 Isohtion effect of 21 sulfonam ides underdifferent proportion ofm obile phases
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Tab. 2 Selecedmuliple reactonsmoniorng (MRM ) transitons fr 21 sulfonan ides and the optmimtion of DP, FP and CE
m/z m/z DP(V) FP(V) CE(V)

173.2/156 3 173.2/156. 3 40 260 11
Su lfan ikm ile 173.2/92.0 35 260 26
281.0/156 3 281.0/156. 3 40 260 26
Su lfan ethoxypyridazin e 281. 0/108 3 40 260 37
281. 0/156 3 281.0/156. 3 60 400 25

Sulfam eter 281.0/215 4 60 400 25
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m/z m/z DP(V) FP(V) CE(V)
285.1/156 3 285.1/156. 3 50 250 23
Sulfach loropyridaz ne 285. 1/108 3 50 250 35
ol 301.3/156 3 301.3/156. 3 45 260 24
Sulfach moxalin 301.3/92.0 45 260 45
250.2/156 3 250.2/156. 3 50 250 25
Sulfapyridine 250.2/184 4 50 250 25
265.3/156 3 265.3/156. 3 50 250 23
Su lfan erazine 265.3/172 2 50 250 22
271.3/156 2 271.3/156. 2 50 250 20
Su lfm ethizol 271.3/108 3 50 250 34
311.2/156 3 311.2/156. 3 50 400 31
Sulfadin ethoxin 311.2/108 3 70 400 42
-6- 281.0/156 3 281.0/156. 3 55 250 26
Su lfm onan ethoxin 281.0/215 4 60 250 26
215. 4/156 2 215.4/156. 2 40 250 18
Su lfacetan ide 215.4/108 3 45 250 18
279.0/186 3 279.0/186. 3 55 400 25
Su lfam ethazin e 279.0/156 3 55 400 27
256.0/156 3 256.0/156. 3 60 250 22
Sulfathiamle 256.0/108 3 55 250 33
215.2/156 3 215.2/156. 3 45 400 21
Su faguan id ne 215.2/108 3 45 400 33
311.1/156 3 311.1/156. 3 55 250 26
Su ffadox ne 311.1/108 3 55 250 35
336.0/156 2 336.0/156. 2 52 260 19
Su lfan itran 336.0/294 3 52 260 19
279.2/124 1 279.2/124. 1 48 260 31
Sulfisomidin sod um 279.2/186 3 40 260 25
315.2/156 3 315.2/156. 3 55 250 30
Sulfaphenazole 315.2/160 4 55 250 33
ol 254.1/156 3 254.1/156. 3 55 250 23
Sulfan ethoxazole 254. 1/147. 2 55 250 22
251.1/156 3 251.1/156. 3 50 250 23
Su lfad iaz ne 251.1/185 4 50 250 27
ol 268.3/156 3 268.3/156. 3 45 250 20
Sulfisoxamle 268.3/113 2 45 250 23
2.6 2.7
6 5.00g
( 4816 32 4bg/ke),
P P P
R X s Y 75. 2% — 108%
, 4—250M g /L, (n=6): (RSD) 0. 16% —9.9%%
: 4—250Ug /kg ,
(r)  0.9943—
0. 9999 g kg | SIN 3.1
10 , 4lg/ke
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Tab. 3 R ecoveries data by different extract liquids of four sulbnam ides(% )
Recover(% )
Sulfapyrid ne Sulfach loropyridaz ne Sulfm ethoxydiozine Sulfath nzole
Extract liquid
77. 8 70 6 92. 4 95.9
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SIMULTANEOUS DETERM INATION OF TW ENTY ONE SULFONAM IDE RESIDUES
IN TRION YX SINENSIS BY HIGH PERFORMANCE LIQUID CHROMATOGRAPHY
TANDEM MASS SPECTROM ETRY

ZHANG Y ong-Zheng, XU X bo-L i, ZHANG H a+Q 1, FANG M e Juan', PAN L4+X in' and LU H ongF
(1. Xiaoshan S cience& Technical College of Zhgiang Ocean Unuwersity, H angzhou 311258
2. Zhejiang Fishery Tecinical Ex tension Cente, H angzhou  310012)

Abstract Sulfonam ides are w dely used in fisheries for prevention of d seases W ith the public’ s ncreasng concem wih
the food safety residues of sulbnan des n fishery products shoull arouse regards Impwper use or mpwperwithdrav time
w ill lead to the presence of sulbnan de residues in fishery poducts which can nflience hun an food security and pollute
environment possb ly.M any countries have established the m axmum albw able residue lin its for sulfonan des n fishery
products. T herefore it is necessary to establish the analyss method for he detection of sulfonamides residues n fishery
products. A m ethod of sin ultaneous detem nation of wenty-one commonly used sulfonan de resdues in Trionyx sinensis by
hieh perfoomance liquid chronatography-electro spray tandem mass spectrametty ( HPLCMS/MS ) is de
scrbed. Sulfonan ile resiluesw ere extracted fran han ogen ized tssue with aceton itrile and dichlowm ethane. A part of the
extract was taken and then dried by n itrogen. The residuesw ere disso ved nto ImL mobile phase and defatted w ith n—h e
ane ( saturated by acetonitrile) . The 21 analytes were separated on ZORBAX Eclpse XDB-C4 Colunn with mobile phases
containng m ethanol and 0. Zo acetic acil and fnally detemined by electrospray bnization tandem m ass spectranetry
(ESEMSMS) .A Inear gradient eluting progran ofmethanol from 30% to 8% (V /) was enployed at a flow mte of
0.2mL /m n n 35m nutes. Analytes confimation were perfom ed using m ultiple reacton mon itorng (MRM ) with one pre-
cursorion and wo product ions as dentifiers.The quantitatve lmit ofmethod was 4H g/kg. Recoveries tested by standard
addition m ethod w ere 1 the range of 75. 2% — 104% , RSDswere i the range of0. 18 —9. 98% ata spiking level from
4l g/ke 10 40 g/kg (n= 6).

K ey words H igh perbm ance Liquid chramatography-tanden m ass spectram etry; Trionyx sinensis, Sulbnan des Smulia-

neous detem nation



