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Analysis and identification of a new tadalafil
analogue in health foods

DENG Yin—hua', CAI Dan—dan®, HUANG Zhao-hui’"

( 1. Department of Pharmacy, People’ s Hospital of Hunan Province, Changsha, 410005, China;
2. Ningbo Drug Research Center, Ningho 315010, China; 3.Ningbo Institute for Drug Control, Ningbo, 315048, China )

Abstract Objective: To identify an unknown tadalafil analogue illegally adulterated in health foods. Methods: An
unknown tadalafil analogue was observed in a routine screening for compounds illegally adulterated in heath foods
by HPLC-DAD. The target compound was isolated by silica gel thin layer chromatography. Its molecular weight
and structural fragments were obtained by UPLC-MS/MS, and its "C-NMR and 'H-NMR spectum were also
obtained using nuclear magnetic resonance. lts structure was identified by analysis of these data in combination
with literature analysis. Results: A new tadalafil analogue, diethylaminopretadalafil, was detected in health foods.
Conclusion: It is a new compound illegally adulterated in health foods. The current inspection standard, which
lists 11 target compounds, does not include this compound.
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Fig. 1 HPLC chromatogram of the sample( A ), UV spectrum of
aminotadalafil ( B ) and the unknown compound in the health food ( C )
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* 1 ZZSEEMERAERNZEEREEITE ( DMSO—d, )
Tab.1 NMR data of diethylaminopretadalafil
137 # ( position ) 3,(J,Hz) d¢
1 6.73(1H,s) 51.07
3 5.76( 1H,d, J=6.4 Hz ) 52.02
4 349(1H, m);3.00( 1H, m) 21.61
4a 106.79
4b 126.44
5 7.51(1H,d, J=8.0 Hz) 118.50
7.08(1H,t, J=7.2 Hz) 121.92
7.02(1H,t, J=7.2 Hz) 119.08
7.26(1H,d, J=8.0 Hz ) 111.66
8a 136.79
9a 130.80
10 170.99
11 320(1H, m);3.62( 1H, m) 58.35
12/14 248 (2H, m);2.54(2H, m) 47.24
13/15 0.93(6H, m) 11.78
16 171.53
17 3.00(3H,s) 52.07
r 134.51
2’ 6.66(1H,s) 109.62
3 146.93
4 14731
5 6.76 (1H, 1, J=8.4 Hz) 107.91
6 6.45(1H,d, J=8.0 Hz) 122.78
7 5.95(2H,d, J=4.0 Hz) 101.40
9(NH) 10.83(1H,s)
1007
50-
0
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50-
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Fig. 4 UPLC-MS/MS chromatograms of the health food sample
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