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I solation and identification of a new type of tadalafil analogue

FENG Rui, YU Hong, SUN lJian, HU Qing, ZHANG Su, MAO Xiu-Hong, JI Shen”
(Shanghai institude for food and drug control, shanghai 201303, China)

ABSTRACT: Objective To isolate and identify the structure of a new type of tadalafil analogue. Methods The
compound was detected during routine screenings of dietary supplements-“JINBODA” by liquid chromatography-
mass spectrometry (LC-MS), which displayed structural similarities with tadalafil. It was isolated from the
supplements using preparative high performance liquid chromatography. The structure of the compound was
estimated by ultra violet, accurate mass and LC-MS analyses, and its structure was further characterized using NMR
and textual comparison. Results The compound was identified and confirmed as 2-hydroxyethylnortadalafil, which
was a new analogue of tadalafil. Conclusion The compound may cause toxicological or pharmacological effects to
public health and should be concerned, but there is little information on the potential risk. UV and mass spectrometric
behaviors of this kind of compounds can provide abundant compounds information, which is beneficial to speculate
the new derivative structure.
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Fig.2 Mass spectrograms of tadalafil analogue (A: mass spectrum; B: MS/MS spectrum; C: MS*(420—298))
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Fig.4 Mass fragmentation pattern of 2-hydroxyethylnortadalafil
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Table1l *H NMR of 2-hydroxyethylnortadalafil®
No. 'H No. 'H
3 4.01 (1H, d, J=17.0) 12 2.96 (1H, dd, J=12.0, 15.0)
4.26 (1H, d, J=17.0) 3.49 (1H, dd, J=15.0,4.5)
3.35 (1H, m)
6 6.16 (1H, s) 13 3.60 (1H, m)
7 11.06 (1H, s) 14 3.60 (2H, m)
8 7.30 (1H, d, J=8.0) 14’ 4.80 (1H, t, J=4.5)
9 7.07 (1H, t, J=8.0) 2’ 6.85 (1H, s)
10 7.04 (1H, t, J=8.0) 5’ 6.76 (1H, d, J=8.0)
11 7.54 (1H, d, J=8.0) 6’ 6.78 (1H, d, J=8.0)
: *500 MHz at DMSO-ds.
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