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1.	  NMR	  spectra	  compound	  7	  –	  13	  

Ethyl 3,3-dimethylindoline-2-carboxylate (10)1  
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Ethyl 1-(2-chloropropanoyl)-3,3-dimethylindoline-2-carboxylate (11) 

diastereoisomer 1 
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Ethyl 1-(2-chloropropanoyl)-3,3-dimethylindoline-2-carboxylate (11)  

diastereoisomer 2 (in d6-DMSO) 
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2,3,10,10-tetramethyl-2,3,10,10a-tetrahydropyrazino[1,2-a]indole-1,4-dione (12) 
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2,3,10,10-Tetramethyl-2,3-dihydro-1H-3,10a-epithiopyrazino[1,2-a]indole-1,4(10H)-

dione 11-sulfide (7)2 
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2,3,10,10-Tetramethyl-2,3-dihydro-1H-3,10a-epithiopyrazino[1,2-a]indole-1,4(10H)-

dione (8)2 
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2-(4-Methoxyphenyl)-4,11,11,13-tetramethyl-4H-4,11a-

(epiminomethano)[1,3,5]dithiazepino[5,4-a]indole-5,12(11H)-dione (13, syn 

diastereoisomer)  
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NOESY Experiment:
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2-(4-Methoxyphenyl)-4,11,11,13-tetramethyl-4H-4,11a-

(epiminomethano)[1,3,5]dithiazepino[5,4-a]indole-5,12(11H)-dione – (13, anti 

diastereoisomer) 
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NOESY Experiment:
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2.	  HPLC	  Traces	  compounds	  7,	  8	  and	  13	  

 

Traces obtained on ODH column (analytical or semi-preparative). 

 

(±)-7 (Hexane – Isopropanol, 50:50) 

 

 

7 (First enantiomer separated,  Hexane – Isopropanol, 50:50) 
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(±)-8 obtained by reaction of (±)-7 (Hexane – Isopropanol, 90:10) 

 

 

8 obtained by reaction of the first enantiomer of 7 (Hexane – Isopropanol, 90:10) 
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8 obtained by reaction of second enantiomer of 7 (Hexane – Isopropanol, 90:10) 
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13 obtained by reaction of (±)-7 (Hexane – Isopropanol, 98:2) 

 

 

13 obtained by reaction of (±)-8, diastereoisomer 2 (Hexane – Isopropanol, 98:2) 
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Mix 13 obtained by reaction of (±)-7 and 13 obtained by reaction of (±)-8, 

diastereoisomer 2 (Hexane – Isopropanol, 98:2) 

 

 

13 obtained by reaction of 7, first enantiomer (Hexane – Isopropanol, 98:2)
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13 obtained by reaction of 8, first enantiomer (Hexane – Isopropanol, 98:2) 

 

 

Mix 13 obtained by reaction of 7 first enantiomer and 13 obtained by reaction of 8, first 

enantiomer (dia2) (Hexane – Isopropanol, 98:2) 
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