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1. NMR spectra compound 7 - 13

Ethyl 3,3-dimethylindoline-2-carboxylate (10)"
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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 de-DMSQ)
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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)
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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)
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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:

I

Feb25-2013 N y
F Cherblanc FCC-MG-064-dia2 in CDCI3 ; noesy spectrum using Av500 ; Feb25-2013/21
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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
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NOESY Experiment:

A L . A .
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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)
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(£)-8 obtained by reaction of ()-7 (Hexane — Isopropanol, 90:10)
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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)

MonoS-from-peak2-in75%-run-10-90.DATA [250.00 nm)
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13 obtained by reaction of (+)-7 (Hexane — Isopropanol, 98:2)
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ThioacetalE1 55473 5884 8484 13026 58837
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13 obtained by reaction of (+)-8, diastereoisomer 2 (Hexane — Isopropanol, 98:2)

FCC-MG-64-19_26 DATA [250.00 nm]
g
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Name | Time [Min] | Quantty [% Ared_Height [mAU] [Area [mALMin]| _Area % [%]
Thioacetal 1 52661 56.28 2506.3 87742 56.279
Thioacetal£2 79,065 4372 24139 63163 43721
|
100,00 43202 155304 100,000
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Mix 13 obtained by reaction of (+)-7 and 13 obtained by reaction of (+)-8,

diastereoisomer 2 (Hexane — Isopropanol, 98:2)
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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)
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