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1. Materials and Methods 

TLC was performed on silica gel aluminum sheets. Reagents used for developing plates 

include cer-reagent (5 g molybdatophosphoric acid, 2.5 g cerium sulfate tetrahydrate, 25 ml 

sulfuric acid and 225 ml water), potassium permanganate (0.5% in 1N NaOH w/v) and detection 

by UV light was used when applicable. Flash column chromatography was performed on silica 

gel (60 – 200 µm). 
1
H chemical shifts are referenced to residual non-deuterated solvent (CDCl3, 

δH = 7.26 ppm; DMSO-d6, δH = 2.50 ppm). 
13

C chemical shifts are referenced to the solvent 

signal (CDCl3, δC = 77.16 ppm; DMSO-d6, δC = 128.06 ppm). NMR spectra were recorded on 

400 (100), or 600 (150) MHz instruments. ESI mass spectra were recorded on a TOF instrument 

operated in positive or negative mode. Samples were dissolved in MeCN/MeOH-mixtures and 

directly injected via syringe.  

Solvents were dried by distillation from sodium under nitrogen atmosphere prior to 

application. NaOt-Bu was prepared freshly by solution of sodium in dried t-BuOH and stored in 

an argon-glovebox. 

The following compounds were prepared according to literature procedures: 2-bromo-5-

methoxyaniline 7a,
1
 benzyl-(2-bromo-5-methoxyphenyl)-amine 7b,

2
 benzyl-(2-bromo-4-

methoxyphenyl)-amine 7c,
3
 N-Boc-nipecotic acid

4
. 
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2. NMR-spectra for new compounds:  

o-Bromoanilide 8a 
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o-Bromoanilide Br-8c 
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o-Bromoanilide 8f 
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N-SEM-protected o-bromoanilide 9a 
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N-Benzyl-o-bromoanailide 9b 
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N-methyl-o-bromoanilide Br-9c 
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N-Methyl-o-iodoanilide I-9c 
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N-methyl-o-bromoanilide 9d 
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N-benzyl-o-bromoanilide 9e 
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N-benzyl-o-bromoanilide 9f 
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N-benzyl-o-bromoanilide 9g 

 



- 24 - 

 - 

 



- 25 - 

 - 

Spirooxindole 10a 
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Spirooxindole 10c 
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Spirooxindole 10d 
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Spirooxindole 10e 
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Fast 10f: 
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Slow 10f: 

 



- 36 - 

 - 

 



- 37 - 

 - 

Dehalogenated side product 11a 
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Dehalogenated side product 11c 
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Dehalogenated side product 11e 
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N-Benzyl-o-bromoanilide 13 (mixture of diastereomers, rotamers, line broadening) 
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Spirooxindole 14 (mixture of rotamers) 
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N-Bn-Horsfiline 15 
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