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General procedure for the synthesis of C2 dipeptides 

 

Iodotrimethylsilane (8-10 eq.) was added dropwisely to a solution of the C2-dimerin acetonitrile 

(0.05-0.07 M) at 0 ºC. The resulting solution was stirred at 0 ºC for 90 min and then treated with 

saturated aqueous solution of Na2SO3. The resulting mixture was extracted with chloroform 4-5 

times. Combined extracts were dried over Na2SO4, filtered, and concentrated under reduced pressure 

to afford crude tetra-amine as a yellow amorphous. The crude tetra-amine was subjected to the next 

reaction without further purification.To a solution of Boc-aminoacids (2.5-3.0 eq.), HOAt (3.0~3.5 

eq.), HATU (3.0~3.5 eq.), and 2,6-lutidine (10-15 eq.) in DMF (~ 0.05 M) was added the solution of 

the crude tetra-amine in DMF at 0 °C. After being warmed up to room temperature, the mixture was 

stirred for 5-10 h. The solution was diluted with AcOEt and treated with saturated aqueous solution 

of NH4Cl. After separation of organic layer, the aqueous phase was extracted with AcOEt. Combined 

organic extracts were washed with saturated aqueous solution of NaHCO3, H2O x3, and brine. The 

extract was dried over Na2SO4, filtered, and concentrated under reduced pressure. The residue was 

purified by silica-gel column chromatography to afford dipeptide. 

 

dipeptides: NMR spectra were difficult to be characterized due to broadening of signals even at 

elevated temperature 
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The 1H, 13C NMR spectra of synthetic compounds 

Figure S1. A 1H-NMR spectrum of 23 in CDCl3 
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Figure S2. A 13C-NMR spectrum of 23 in CDCl3
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Figure S3. A 1H-NMR spectrum of 24 in CDCl3
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Figure S4. A 13C-NMR spectrum of 24 in CDCl3
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Figure S5. A 1H-NMR spectrum of 25 in CDCl3
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Figure S6. A 13C-NMR spectrum of 25 in CDCl3
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Figure S7. A 1H-NMR spectrum of 28 in CDCl3
































































































