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1.1
Waters Alliance 2695

* 1 2006-09-25;

(2975- ) ,
— 44 —

, 650223)

, Hyperdl ODS C18 (4.6 mmi.d. x 250 mm,
82.3% 95.3%, 33% 57%,

, 2487
(Heidolph Laborota
(TDL-40B ,

: 2006-12-23
(Z2005-4)

0.5 0.1 0.2ng

: 1000-0720(2008) 04 544-04

), (UPH.QO) , Sartorius
(Garmany) (DES, Dr. Ehrengorfer
QGmbH, 99. 5 %) (FZD, Dr. Ehrendorfer
QnbH, 99.0 %) (D, Ygm=
Aldrich, 99.9 %) (S, , 9gmx
Aldrich, 99.9 %) (SvM, 9gme
Aldrich, 99.9 %) (9vz, dgme
Aldrich, 99.9 %) (3Q, 9gmerAldrich,
98.6 %) , (Fsher, HRLC ), (
) ; H; FO,
0.150 0.075 mm
V(2 molL HPO,) V( ) =595
1.2
Hypersl ODS Ci (4.6 mmi. d. x 250
mm, 5 m) , 30 200L
, , 0 10min V (2 mmol L
H:PFO;) V( ) =85 15,10 12 min
V(2 mmol/L H:PO,) V( ) =7525,25 26 mn
V(2 mmol/L H:RO,) V( ) =60 40,
48 mn , 1.2 nl/min,
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270 n m 365 nm 1 Alumina B
1.3 Tab.1 Recoveries o different activities o Alumina B car-
1.3.1 4 , , , tridges
59 _ /%
Alumine B
50 m. , 20 m. , 49 5% 10% 15% 20% 25%
Na 0, , Na, SO, D 0 0 0 85 86
: 5mn, M, 0 50 8 8 8
10 min (3000 r/min) , , VM 0 0 85 83
20 m 1, 20 vz 0 0 0 87 &
m ; ( ), N O 20 & 8 8
5 L .40 DES 2 94 U R R
FZD 94 92 93 93 9
1.3.2 10 mL ,
, 2g , 2.2 HRC
, 3 , ODS C18
, , 3m , , , V (20 mmol /L HsFO,)
10 mL , 2 L Vv ( ) =85 15 ,
, , : V(20 mmol L HsFO,) V() =60 40
10.0 m_ , 0.2um ) )
2 V(20 mmol /L HsPO,)  V ( )
2.1 7 ,
1.2 , 60 min
el . 5% 280 nm,
: 365 nmi”
1,
, 2.3
; , , 0.01, 0.05, 0.10, 0.25, 0.5 g/mL
D, MM, M,, MZ, X 0.005 (0.025) , 0.01
, 0. 5pg/nL , (0.05) ,0.05 (0.25) ,0.1 (0.5, 0.5 (2.5) M g/m_
V(20 mmol /L H; FO,) vV ( ) =5 95 ,  20uL
) 1,
, 10 % D, M .7
Mz , 20% 40%, 1h 1 ,8h
20% 4.8%
: 20 mnol L : (
H, FO, , ) , ,
V@2 mmol L HRO) V() =10 90 , : 0.2 10l ,
0.1 10 mglL 0.5 50
mg/L : LOD(
SN =3 LOQ 2

— 45 —



27 4 Vol.27.No. 4
2008 4 Chinese Journd of Andyss L aboraory 2008 - 4
o
7] =
121 (2) 2 ® 5
e 6 =
v S Lo
1 A = 1
(=] = X o 4
= 4 & = =
! o m D
< 174 < D)
0
4 0
0 5 10 15 20 25 30 35 40 45 50 0 10 20 30 40
t/min t/min
1 (0.05M g/nL) (0.25pg/nL) 5 (0.1p g/nL)

Fig.1 The chromatograms of standard solutions o furazdidone, diethylgilboestrd (0.05 + 0. 254 g/mL)
and five Sulfonamides (0. 14 g/mL) at two wavelengths

2 , 3
Tab.2 Regresson equation, corrdation coeficient and de- Tab.3 The tes o recovery and reative sandard deviation
tection limit (R.S.D)
mi g | % RD/ %
m/ng  m/ng D 0.5 89.2 5.7
D 217 +3.24€¢  0.9% 0.5 0.2 M, 0.5 9.5 4.7
M, 1.796p +2.83¢°  0.995 0.5 0.2 VM 0.5 84.1 4.4
MM 2.266 +3.75¢  0.9% 0.5 0.2 vz 0.5 85.6 5.1
MZ 2.34ep +5.80€  0.993 0.5 0.2 o) 0.5 82.3 4.2
N 2.206p +3.78¢  0.995 0.5 0.2 DES 0.5 2.6 4.5
DES 1.07€p - 3.35¢  0.999 1.0 0.5 F2D 0.1 95.3 3.3
FZD 4.68¢p - 1.90¢  0.998 0.2 0.1
20
2.4 , 15
2 1 ”g 10
0.5ug/nL D, 0.5ug/m. VM, 0. 54 g/l = 3
M, , 0.5u g/l SMZ, 0.5u g/nL Q, 0.5 g/l P
0.1Hg/m int, 5710 15 20 25 30 35 40 45 50
1 , 5 t/min
2
3 Fig.2 The chromatogram o saamples
2.5
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Multiresidue deter mination of diethylgilbedral , furazolidone and sulfonamides in bullfrog by HPL C

LIU Hong-cheng, LIU Jiafu, LI Qi-wan ’ , ZOU Yarrhong, MEl Werrquan and HUANG Si-si (Supervison & Tes
ting Center for Farm Product Quality , minisry of agriculture (Kunming) , Yunnan academy of agriculture science,
Kunming 650223) , Fenxi Shiyanshi , 2008, 27(4) : 44 47

Abdgract : An analytical method for the multiresdue determination of diethyl ilbesrol , furazolidone and sulfameter
sulfamethezine , sulifanonomethoxine , sulfamethoxazole , sulfaquinoxaline in bullfrog by HRLC was developed. The pu-
rification of sanples through aumina base was gudied. The sanples were extracted by acetonitril , and eder was re-
noved by hexane. The sanples were purified by SPE (Alumina B) and sgparated with a hypersl ODS G (4. 6 % 250
mm, 5Um). The recoveries of determination are 82.3% 95.3 %. The reative sandard devigtions (RD) are
3.3% 5.7 %. The detection limitsdof diethylgilbegtrol , furazolidone and sulfonamides are 0.5, 0.1 and 0. 2 ng.
Keywor ds: Bullfrog; Resdues; Diethylgilbedrol ; Furazolidone; Sulfonamides; HRLC
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