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Content and Related Substances Determination of Diosmin Crude Drug and Its Tablets by HPLC
ZHAO Zhe, TANG Su-fang(Tianjin Institute for Drug Control, Tianjin 300070, China)

ABSTRACT OBIJECTIVE: To establish a method for the content determination of diosmin crude drug and its tablets and related
substances. METHODS: HPLC method was adopted. The determination was performed on Phenomenex Cis column (100 mmx4.6
mm, 3 um) with mobile phase consisted of water-methanol-acetic acid-acetonitrile (66:28:6:2) at flow rate of 0.7 ml/min. The de-
tection wavelength was set at 275 nm and column temperature was 40 °C. RESULTS: The linear range of main component in relat-
ed substances test were 2.47-98.9 pg/ml (#=0.999 9) and the limits of related impurity were 0.25%-10.0% ; the linear range of hes-
peridin were 0.996-99.7 pg/ml (»=0.999 9) and the limits of related impurity were 0.1%-10.0% ; the linear range of main compo-
nents in content test were 99.63-298.9 ug/ml (#=0.999 9). Average recovery was 99.2% (RSD=0.5% ,n=6), and the limits of de-
tection were 15 ng for diosmin and 5 ng for hesperidin. CONCLUSIONS: Same chromatographic system is used to determine the
contents of main component and related substance in this method, improve quality standard and control the quality of diosmin crude

drug and its tablets.

KEY WORDS HPLC; Diosmin; Crude drug; Tablet; Related substances; Content determination
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Figl HPLC chromatogram of system suitability test

1. impurity A; 2. impurity B (hesperidin) ; 3. impurity C; 4. diosmin; 5.
impurity D; 6. impurity E; 7. impurity F; 8. solvent
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Fig2 HPLC chromatograms of specificity test
A. samples destroyed by acid; B. samples destroyed by alkali; C. sam-
ples destroyed by oxidant; D. samples destroyed by high temperature;
E. samples destroyed by strong light; F. excipients; 1. diosmin
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Tab 1 Results of precision test of related substances

FEfhARS  BETHE HAthZe KA T PRI
2 RSD i % JAEL L, % ", %
1 0.49 5 22 6.7
2 0.48 5 22 6.7
3 0.49 5 2.1 6.5
4 047 5 2.0 63
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Fig3 HPLC chromatograms of samples
A. control solution; B. test solution a; C. test solution b; 1. hesperidin;
2. diosmin; 3. solvent
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Safety Evaluation of Hypotonic Intravenous Injection by Improved Hemolytic Experiment

SHAN Guang-zhi**, REN Lian-jie’, LI Qun’,ZHANG Tong”, CHEN Si*, YU Li*(1.Institute of Medicinal Biotech-
nology, Chinese Academy of Medical Science, Beijing 100050, China;Z2.Beijing Institute for Drug Control, Bei-
jing 100035, China)

ABSTRACT OBIJECTIVE: To supplement and improve the hemolytic inspection methods of Chinese Pharmacopoeia, and to es-
tablish the method for the determination of hematolysis of hypotonic intravenous injection in vitro. METHODS: “Hematolysis and
coagulation method” stated in appendix of Chinese Pharmacopoeia 1 and Il were improved; the absorbance and hemolytic rate of
3 specifications of 8 batches of human serum albumin from 5 manufacturers were determined and calculated by spectrophotometry
instead of visual method at 576 nm; the osmolality of samples were determined. RESULTS: The hemolytic rate of human serum al-
bumin with low osmotic pressure was about 12% (osmolality=191 mOsmol/kg)-60% (osmolality<<100 mOsmol/kg). The correla-
tion between hemolytic rate and osmolarity was not consistent among the products from different manufacturers. CONCLUSIONS:
The method is suitable for the hemolysis of hypotonic intravenous infusion in vitro.

KEY WORDS Hypotonic intravenous injection; Human serum albumin; Improved method; Hemolytic rate; Osmolarity
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