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Table S1.  Crystal and diffraction parameters of peptides 7a and 10a.  

 Tetrapeptide 7a Octapeptide 10a 

empirical formula C28H44N4O7, CH4O 
4(C44H72N8O11), 
3(C2H8O2) 

Mr 580.71 917.13 

crystal dimensions [mm] 0.28×0.25×0.19 0.25×0.25×0.20 

Temperature [K] 93 93 

crystal system monoclinic triclinic 

lattice parameters:   

  a, b, c [Å] 
9.6765, 18.093, 
18.553 

14.585, 17.456, 
21.012 

  α, β, γ [°] 90, 92.35, 90 
99.876, 93.407, 
92.640 

V [Å3] 3245.4 5252.4 

space group P21/n P1 

Z value 4 4 

Dcalc [g/cm3] 1.189 1.160 

µ (MoKα) [cm−1] 0.87 0.84 

no. of observations (I > − 
10.0 σI) 5146 11572 

no. of variables 372 2401 

R1, Rw 0.0439, 0.1066 0.1004, 0.2229 

crystallizing solvent MeOH/H2O MeOH/H2O 
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Figure S1.  1H NMR spectra of a) (R)-MTPA-(±)-CD3-Aib-OtBu, b) (R)-MTPA-(S)-CD3-Aib-OtBu, c) 

(R)-MTPA-(R)-CD3-Aib-OtBu.   
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Figure S2.  1H NMR spectra of a) (R)-MTPA-(±)-13CH3-Aib-OtBu, b) (R)-MTPA-(S)-13CH3-Aib-OtBu, 

c) (R)-MTPA-(R)-13CH3-Aib-OtBu.    
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Figure S4.  The FT-IR absorption spectra of Cbz-{(S)-CD3-Aib}n-OBut in CDCl3 solution (1.0 mM).  
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