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Determination of noracetildenafil by '"H qNMR

FENG Yu-fei, HUANG Hai-wei, WU Xian-fu, SUN Hui-min
( National Institutes for Food and Drug Control, Beijing 100050, China)

[ Abstract] Objective:To establish an 'H quantitative nuclear magnetic resonance ('H qNMR) method for
determination of noracetildenafil. Methods:'H qNMR spectra were obtained in CDCL3 by using Bruker Ascend
600 spectrometer with noesyigldld pulse sequence, the relaxation delay time was 30 s, and 32 scans were recorded.
Results; The signals 88. 15 and 9. 14 of noracetildenafil and 86. 09 of 1,3 ,5-Trimethoxybenzene were used for
quantitation. Linear regression of areas ratio (A_/A,) versus mass ratio (W_ /W, ) of 88. 15 and 6. 09 yielded a
correlation coefficient of 0. 999 1 and regression equation of y =0. 119 7x + 0. 003 4, the replicability RSD was
1.66% (n =5), the repeatability RSD was 0.76% (n =5), and the determined content was 97.48% . Linear
regression of areas ratio (A _/A,) versus mass ratio (W _/W_) at 89. 14 and 6. 09 yielded a correlation coefficient of
0.999 1 and regression equation of y =0. 116 8x +0. 004 5, the replicability RSD was 1. 69% (n =5) , the repeatability
RSD was 0.43% (n =5), and the content of noracetildenafil was 95.35% . The result determined by 'H qNMR
method (96.42% ) was consistent with the results by mass balance method (96.54% ) and HPLC assay method
(97.07% ). Conclusion: The established 'H gNMR method can be used for the quantitative determination of
noracetildenafil. It is accurate and rapid and could be complementary with the mass balance method for the assay of
reference substances.
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