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Detection and Characterize of a Novel Tadalafil Derivatives Added Illegally into Traditional Chinese
Medicines
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ABSTRACT: OBJECTIVE To confirm a novel tadalafil derivatives added illegally into the traditional Chinese medicines.
METHODS The target compound was separated and purified by preparative liquid phase, characterized by high performance
liquid chromatography, liquid chromatography-mass spectrometry, nuclear magnetic resonance hydrogen spectrometry and other
means, and its structure was concluded based on the literature reported. RESULTS The new compound was identified as a
novel derivatived tadalafil based on the data analysis and literature reported. CONCLUSION The compound has not been in
the scope of current detection range of PDES5 inhibitor illegally added in traditional Chinese medicines, as a newly derivatived
tadalafil. This work provides a basis for further improving the quality control of PDES inhibitors.
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Fig.1 HPLC chromatogram(A) and ultraviolet spectra(B)
1—aberrant peak; 2—2-hydroxypropyl demethylated tadalafil; 3—tadalafil.
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Fig. 2 Mass spectra of 2-hydroxypropyl demethylated tadalafil
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Fig.3 Mass spectra of unknown compound
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Tab.1 H-NMR spectra of N-3-hydroxypropyl demethylated tadalafil

e du COSY (A du COSY

1 - - 15 - -

2 442(1H, dd, J=11.7, 4.7 Hz) H-3 16 3.93(1H, d, J=17.0 Hz) 4.23(1H, d, J=16.9 Hz) -

3 296(1H, dd, J=15.8, 11.7 Hz) 3.49(1H, dd, J=16.0, 4.5 Hz) H-2 17 — -

4 - - 18 3.37/3.55(1H, m) H-19

5 - - 19 1.672H, quintet, J=6.7 Hz) H-18, H-20
6 7.54(1H, d, J=7.8 Hz) H-7 20 3.41(2H, m) H-19

7 7.00(1H, t, J=7.4 Hz) H-6, H-8 | 21 - -

8 7.06(1H, t, J=7.5 Hz) H-7, H9 | 22 6.76(1H, d, J=8.3 Hz) H-3’, H-6
9 731(1H, d, J=8.0 Hz) H-8 23 6.79(1H, d, J=8.0 Hz) H-2’
10 - - 24 - -

11 11.08(1H, s) - 25 - -

12 - - 26 6.85(1H, s) H-2’
13 6.16(1H, s) - 27 5.93(2H, s) -

14 - - O-H 4.51(1H, t, J=5.1 Hz) H-20
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