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HPLC Determination of the Related Substances in Azathioprine Tablets

KUANG Rongl’z, CHEN Nanl, NI Weifangz(l.CoIIege of Pharmaceutical Science, Zhejiang University of Technology,
Hangzhou 310014, China; 2.Zhejiang Institute for Food and Drug Control, Hangzhou 310004, China)

ABSTRACT: OBJECTIVE To establish an HPLC method for determination of related substances in Azathioprine Tablets.
METHODS The Cig column (200 mmx4.6 mm, 5 pm) was used. The mobile phase consisted of methanol and 0.05% of
sodium acetate solution(18 : 82) at the flow rate of 1.2 mL-min, and the detection wavelength was set at 300 nm. RESULTS
The linear ranges of the two typical related substances mercaptopuring and 5-chloro-1-methyl-4-nitroimidazole in Azathioprine
Tablets were all 0.125-1.80 pg-mL™'(r=0.9997 and 0.9999) with the detection limits of 0.787 ng and 0.933 ng, and the average
recoveries were 100.3% and 100.0% with the RSD of 0.64% and 0.14%. CONCLUSION The method proposed for
determining the related substances of Azathioprine Tablets is simple, quick and the result is accurate and specific.

KEY WORDS: Azathioprine Tablets; related substance; HPLC
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Fig 1 HPLC chromatogram of resolution for azathioprine,

mercaptopuring and nitroimidazole
1—mercaptopuring; 2—nitroimidazole; 3—azathioprine
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Fig 2 HPLC chromatograms of destruction test for
Azathioprine Tablets

A-blank excipent; B—undestructed sample; C-—destructed by acid;
D—destructed by alkali; E-destructed by oxidation; F—destructed by high
temperature; G—destructed by light
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Tab 1 Results of recovery test for mercaptopuring

AR /g M E/ug [T /% FIHER/%  RSD/%
10.11 10.04 99.3
12.64 12.53 99.1 100.3 0.64
15.17 15.56 102.6

T2 51 A-A-m Ak ER R KB R

Tab 2 Results of recovery test for nitroimidazole

AN /pg WA/ pg [/ % T /%  RSD/%
10.06 9.90 98.4
12.57 12.41 98.7 100.0 0.14
15.08 15.51 102.6
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Tab 3 The result of related substances test in Azathioprine
Tablets

KW %
e A : :
6-FHENE NS TiFg 2k K A HoAth 7%
071101 <0.1 <0.1 0.3
061201 <0.1 <0.1 0.1
070801 <0.1 <0.1 0.1
071201 <0.1 <0.1 0.1
3 itig
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Determination of Monosaccharide and Disaccharide in Tanshinon Extract by HPLC-ELSD

NIU Taol, XU Bol, CHEN Hongl, GAO Yangz(l.Tianjin Tasly Modern TCM Resources CO., LTD, Tianjin 300402,
China; 2.China Pharmaceutical University, Nanjing 210009, China)

ABSTRACT: OBJECTIVE An HPLC-ELSD method was established for the simultaneous quantitative analysis of
monosaccharide, disaccharide from Tanshinon extract. METHODS The chromatographic separation was achieved on
PrevailTM Carbohydrate ES column using a mobile phase composed of a mixture of acetonitrile and water by gradient elution at
a flow rate of 0.8 mL-min"'. The ELSD drift tube temperature was set at 60 C and the carrying gas was air. RESULTS
Monosaccharides and disaccharides from Tanshinon extract could be well separated, and the linear ranges of fructose, glucose
and sucrose were 0.246—1.230 mg, 0.236—-1.182 mg and 0.246—1.230 mg. The average spiked recoveries(n=6) of fructose,
glucose and sucrose were 101.7%(RSD=1.6%), 102.0%(RSD=1.0%) and 100.8%(RSD=0.9%). CONCLUSION This method is
accurate, rapid, simple and reproducible, and thus it is suitable for the determination of monosaccharides, disaccharides from
Tanshinon extract.

KEY WORDS: Tanshinon extract; HPLC-ELSD; monosaccharide; disaccharide
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