
S1 
 

 

 

 

 

 

 

 

Supporting information 

 

 

L-MALIC ACID AS CHIRAL AUXILIARY AND BUILDING BLOCK IN THE 

ASYMMETRIC SYNTHESIS OF (S)-(−)-CRISPINE A 

 

 

Maria Chrzanowska* 

Faculty of Chemistry, Adam Mickiewicz University, Uniwersytetu Poznańskiego 8,  

61-614 Poznań, Poland 

e-mail: marylch@amu.edu.pl 

 

 

 

 

 

 

 

 

Contents 

1. Spectral data of compound (+)-8        S2 

2. Spectral data of compound (−)-9        S4 

3. Spectral data of compound (−)-10        S7 

4. Spectral data of compound (−)-7        S11 

5. Spectral data of compound (−)-1        S14 

6. HPLC data           S16 

  

mailto:marylch@amu.edu.pl


S2 
 

 

(3R)-(+)-1-(3,4-dimethoxyphenethyl)-3-hydroxypyrrolidine-2,5-dione 8 

 

 
 

IR (KBr) 
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1H NMR (CDCl3) 

 
MS 
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(1S,10bR)-(–)1-Hydroxy-8,9-dimethoxy-1,5,6,10b-tetrahydro-2H-pyrrolo[2,1-]-

isoquinolin-3-one 9 

 

 
 

IR (KBr) 
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1H NMR (CDCl3) 

 
13C NMR (CDCl3) 
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13C NMR DEPT 
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(1R,10bR)-(–)-8,9-Dimethoxy-1-(phenylthio)-1,5,6,10b-tetrahydropyrrolo[2,1-]-

isoquinolin-3(2H)-one 10 

 

 
 
1H NMR (CDCl3) 
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2D 1H-13C NMR (CDCl3) 
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13C NMR (CDCl3) 

 
 
13C NMR DEPT 
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(10bS)-(–)-8,9-Dimethoxy-1,5,6,10b-tetrahydropyrrolo[2,1-]isoquinolin-3(2H)-one 7 

 

 
 

IR (film) 
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1H NMR (CDCl3) 

 
  



S13 
 

MS 
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(10bS)-(–)-8,9-Dimethoxy-1,2,3,5,6,10b-hexahydropyrrolo[2,1-]isoquinoline Crispine A 1 

 
MS 
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1H NMR (CDCl3) 
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HPLC data 

(3S)-(–)-1-(3,4-dimethoxyphenethyl)-3-hydroxypyrrolidine-2,5-dione 8 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 

 

 

 

 

(3R)-(+)-1-(3,4-dimethoxyphenethyl)-3-hydroxypyrrolidine-2,5-dione 8 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 
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Racemic sample of 1-(3,4-dimethoxyphenethyl)-3-hydroxypyrrolidine-2,5-dione 8 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 
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(1S,10bR)-(–)-1-Hydroxy-8,9-dimethoxy-1,5,6,10b-tetrahydro-2H-pyrrolo[2,1-

]isoquinolin-3-one 9 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 

 

 

 

 

 

 

(1R,10bR)-(–)-8,9-Dimethoxy-1-(phenylthio)-1,5,6,10b-tetrahydropyrrolo[2,1-

]isoquinolin-3(2H)-one 10 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 
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(10bS)-(–)-8,9-Dimethoxy-1,5,6,10b-tetrahydropyrrolo[2,1-]isoquinolin-3(2H)-one 7 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 

 

 

 

(±)-8,9-Dimethoxy-1,5,6,10b-tetrahydropyrrolo[2,1-]isoquinolin-3(2H)-one 7 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 
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 (10bS)-(–)-8,9-Dimethoxy-1,2,3,5,6,10b-hexahydropyrrolo[2,1-]isoquinoline Crispine A 

1 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 

 

 

 

 

(±)-8,9-Dimethoxy-1,2,3,5,6,10b-hexahydropyrrolo[2,1-]isoquinoline Crispine A 1 

Daicel Chiralcel OD-H column (250 x 4.6 mm), hexane/propan-2-ol, flow rate 0.5 mL/min, 254 

nm 

 

 

 

 


