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Table S1. Analytical HPLC conditions of different testosterone esters by Chiralcel OD-H (Daicel) 

column 

Compound 
Ratio of n-hexane to 

2-propanola 
Retention time [min] 

 

85:15 12.482 

90:10 18.810 

95:5 40.468 

 

85:15 12.792 

90:10 16.736 

95:5 26.785 

 

85:15 11.618 

 

85:15 10.752 

 

85:15 8.715 

 

85:15 8.372 

a The samples were carried out at 254 nm and 30 °C. The elution velocity was set at 0.8 mL/min.   
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Testosterone (1): 
 

1H NMR spectrum of 1 (500 MHz, CDCl3)  

 
 
13C NMR spectrum of 1 (126 MHz, CDCl3)  
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HRMS spectrum of 1 (ESI-TOF) 

 
 

IR spectrum of 1 (Mineral oil, Nujol) 

 
 

0

90

20

40

60

80

4000 596100020003000

%T

Wavenumber [cm-1]



Issue in honor of Dr. Michał Fedoryński ARKIVOC 2019, vi, S1-S32 

 

Page S5 ©ARKAT USA, Inc 

HPLC chromatogram of 1 

 

HPLC conditions: n-hexane-2-ProH (85:15, v/v); f=0.8 mL/min; λ=254 nm; p=3.3 MPa 

 

 

HPLC conditions: n-hexane-2-ProH (90:10, v/v); f=0.8 mL/min; λ=254 nm; p=3.2 MPa 
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HPLC conditions: n-hexane-2-ProH (95:5, v/v); f=0.8 mL/min; λ=254 nm; p=3.0 MPa 
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Testosterone acetate (2a): 
 

1H NMR spectrum of 2a (500 MHz, CDCl3)  

 
 
13C NMR spectrum of 2a (126 MHz, CDCl3)  
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HRMS spectrum of 2a (ESI-TOF) 

 
IR spectrum of 2a (Mineral oil, Nujol) 
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UV/VIS spectrum of 2a (EtOH) 

 
Wavelength (nm)       Abs        

________________________________ 

    245.00              4.807    

    242.00              4.928    

    240.00              4.850    

    237.00              4.781    

    235.00              4.776    
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HPLC chromatograms of 2a 

 

2a (93% purity) obtained after DMAP-catalyzed reaction (Method A).  
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2a (97% purity) obtained after TsOH-catalyzed reaction (normal mode) (Method B).  
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2a (91% purity) obtained after TsOH-catalyzed reaction (5 min MW mode) (Method C).  

 

 

 

 

2a (94% purity) obtained after TsOH-catalyzed reac. (2.5 min MW mode) (Method C).  
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Testosterone propionate (2b): 
 

1H NMR spectrum of 2b (500 MHz, CDCl3)  

 
 
13C NMR spectrum of 2b (126 MHz, CDCl3)  
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HRMS spectrum of 2b (ESI-TOF) 

 
 

IR spectrum of 2b (Mineral oil, Nujol) 
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UV/VIS spectrum of 2b (EtOH) 

 

 

Wavelength (nm)       Abs        

________________________________ 

    251.00              4.840    

    249.00              5.128    

    247.00              5.145    

    244.00              5.288    

    239.00              5.238    

    237.00              5.088    

    235.00              4.961    

    230.00              5.007    

    227.00              4.960    

    225.00              4.886    
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HPLC chromatograms of 2b 

 

2b (>99% purity) obtained after DMAP-catalyzed reaction (Method A).  

 

 

 

2b (90% purity) obtained after TsOH-catalyzed reaction (normal mode) (Method B).  
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2b (97% purity) obtained after TsOH-catalyzed reaction (5 min MW mode) (Method C). 

 

 
 

2b (98% purity) obtained after TsOH-catalyzed reac. (2.5 min MW mode) (Method C).  
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Testosterone butanoate (2c): 
 

1H NMR Spectrum of 2c (500 MHz, CDCl3)  

 
 
13C NMR Spectrum of 2c (126 MHz, CDCl3)  
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HRMS spectrum of 2c (ESI-TOF) 

 
 

IR spectrum of 2c (Mineral oil, Nujol) 
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UV/VIS spectrum of 2c (EtOH) 

 

Wavelength (nm)       Abs        

________________________________ 

    246.00             10.000    

    244.00              6.084    

    238.00              5.754    

    236.00              5.259    

    233.00              5.509    

    231.00              5.227    

    228.00              5.068    
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HPLC chromatograms of 2c 

 

2c (97% purity) obtained after DMAP-catalyzed reaction (Method A).  

 

 
 

2c (98% purity) obtained after TsOH-catalyzed reaction (normal mode) (Method B).  
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2c (98% purity) obtained after TsOH-catalyzed reaction (5 min MW mode) (Method C). 

 

 
 

2c (98% purity) obtained after TsOH-catalyzed reac. (2.5 min MW mode) (Method C).  

 

 
 

 

 



Issue in honor of Dr. Michał Fedoryński ARKIVOC 2019, vi, S1-S32 

 

Page S23 ©ARKAT USA, Inc 

Testosterone decanoate (2d): 
 

1H NMR spectrum of 2d (500 MHz, CDCl3)  

 
 
13C NMR spectrum of 2d (126 MHz, CDCl3)  
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HRMS spectrum of 2d (ESI-TOF) 

 
 

IR spectrum of 2d (Mineral oil, Nujol) 
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UV/VIS spectrum of 2d (EtOH) 

 

Wavelength (nm)       Abs        

________________________________ 

    241.00              4.401    

    239.00              4.407    
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HPLC chromatograms of 2d 

 

2d (99% purity) obtained after DMAP-catalyzed reaction (Method A).  

 

 
 

2d (95% purity) obtained after TsOH-catalyzed reaction (normal mode) (Method B).  
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2d (95% purity) obtained after TsOH-catalyzed reaction (5 min MW mode) (Method C). 

 

 
 

 

2d (98% purity) obtained after TsOH-catalyzed reac. (2.5 min MW mode) (Method C). 
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Testosterone laurate (2e): 
 

1H NMR Spectrum of 2e (500 MHz, CDCl3)  

 
 
13C NMR Spectrum of 2e (126 MHz, CDCl3)  
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HRMS spectrum of 2e (ESI-TOF) 

 
 

IR spectrum of 2e (Mineral oil, Nujol) 
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UV/VIS spectrum of 2e (EtOH) 

 

Wavelength (nm)       Abs        

________________________________ 

    240.00              4.193    
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HPLC chromatograms of 2e 

 

2e (>99% purity) obtained after DMAP-catalyzed reaction (Method A).  

 

 

 

2e (91% purity) obtained after TsOH-catalyzed reaction (normal mode) (Method B).  
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2e (97% purity) obtained after TsOH-catalyzed reaction (5 min MW mode) (Method C).  

 

 
 

2e (97% purity) obtained after TsOH-catalyzed reac. (2.5 min MW mode) (Method C).  

 

 
 


