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The structural identification of the two 
compounds was carried out by 1H-NMR spectra as 
well as comparing the HPLC retention time with those 
of standards. Peak 1: 1H-NMR (500 MHz, DMSO-d6) 
δ ppm: 13.26 (1H, s, 8-OH), 10.95 (1H, brs, 6-OH), 
10.28 (1H, brs, 2-OH), 7.78 (1H, s, H-4), 7.18 (1H, s, 
H-5), 3.84, 3.80 (3H, s, 1, 7-OCH3), 2.29 (3H, s, 
3-CH3). After comparing the data with spectral 
information from literature[10], the first component was 
confirmed as aurantio-obtusin. Peak 2: 1H-NMR (500 
MHz, DMSO-d6) δ ppm:13.84(1H,brs, -COOH),11.87 
(2H, s, 1, 8-OH), 8.09 (1H, s, H-4),7.73(1H, s, H-2), 
7.82(1H, t, J =8.0 Hz,H-6),7.71(1H, d, J=8.0 Hz, H-5), 
7.38(1H, d, J=8.0 Hz,H-7). Comparing with the 
reported data, the spectra data of the second 
component was in agreement with those of rhein[9]. 
4  CONCLUSIONS 

An efficient method for preparative isolation of 
aurantio-obtusin and rhein from Semen cassiae using 
HSCCC with pH-gradient elution was established. The 
two-phase solvent system was methyl tert.-butyl 
ether-water (1�1) and the mobile phase was the lower 
phase modulated with 5% NaHCO3 and 0.7% Na2CO3. 
28 mg aurantio-obtusin at over 98.7% purity and 30 
mg of rhein at over 95.5% purity was separated from 
150 mg of the crude extract of Semen cassiae. The 
result of our studies described above clearly 
demonstrated that HSCCC is very successful in the 
preparative separation of bio-active constituents from 
natural medicinal herbs. 
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Determination of Cefixime by Micellar Electrokinetic Capillary Chromatography  
 
ZHANG Huiwen(Guangzhou Institute for Drug Control�Guangzhou 510160,China) 

 
ABSTRACT:OBJECTIVE  To develop a method of micellar electrokinetic capillary chromatography for determination of 

cefixime. METHODS  The uncoated fused-silica capillary (51 cm�75 µm) was used.The running buffer composed of 70 

mmol�L-1 phosphate buffer containing 100 mmol�L-1 sodium dodecylsulphate(pH 7.0).The sample was injected to the column by 

pressure (50mbar) for 5 s.The separation voltage was 15 kV and the capillary temperature was 25�.The detection wavelength was 

set at 254 nm with acetanilide as internal standard. RESULTS  The calibration curve was linear within the range of 6.08�777.98 

µg�mL-1 for cefixime (r=0.999 3).The limit of detection and limit of quantitation were 1.03 µg�mL-1 and 3.43 µg�mL-1 

respectively.Statistical analysis by t-test showed no significant differences between the results obtained by micellar electrokinetic 
capillary chromatography (MECC) and by high performance liquid chromatography (HPLC). CONCLUSION  The MECC method 
developed was accurate ,simple and sensitive,and could be complement to HPLC.  

KEY WORDS: micellar electrokinetic capillary chromatography�cefixime�acetanilide�content determination  
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Fig 1  Electrophoretogram of determination of cefixime 
1-acetanilide,internal standard;2-cefixime 
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Fig 2  Typical electrophoretograms of impurities in cefixime acid degration(A),base degradation(B),oxidative degradation(C), 
thermal degradation(D),and hydrolytic degradation(E) 
1-cefixime 
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Tab 1  Comparison of the content of cefixime by MECC and 
HPLC 
�	 MECC/% HPLC/% 

1 88.08 88.75 

2 87.09 88.87 

3 89.27 88.66 
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