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NMR spectra for DLAC 2 
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2D 1H-1H COSY spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  

 

2D 1H-1H ROESY spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  
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13C NMR spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K) with assignments.  

 

 

Aromatic region of the 13C NMR spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K) with 

assignments.  
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13C DEPTQ spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K) with assignments.  

 

2D 1H-13C HSQC spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K). The 1H and 13C traces are 

from Figures 1 and 4. 
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Aromatic region of the 2D 1H-13C HSQC spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  

 

2D 1H-13C HMBC spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  
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Expansion of the 2D 1H-13C HMBC spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  

 

Expansion of the 2D 1H-13C HMBC spectrum of DLAC lot 3657-04 in DMSO-d6 at 27 °C (300 K).  
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NMR spectra for 4 
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NMR spectra for 5 

 
 

 

 

 

 

 

 

 

 

13C for 5 
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NMR spectra for 7 
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NMR spectra for 8 
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NMR spectra for 9 
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NMR spectra for 10 
 

 
 
 
 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

 

MS (ESI+): m/z 361.1 (M + Na).   
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NMR spectra for 11 
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NMR spectra for 12 

 
 
 
 

 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
MS (ESI+): m/z 351.1 (M + 1). 
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NMR spectra and structural elucidation of 13 
 

 

 

 

 

 

 

 

 

 

 

 

 

Alkylation of 9 to Produce 2 and LC Chromatogram of Mother Liquors Showing Overlap of 2 and 13 
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1H NMR spectrum of AMG 232 in process impurity in CDCl3 at 27 °C (300 K) with experimental 

parameters.
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 13C NMR spectrum of AMG 232 in process impurity lot in CDCl3 at 27 °C (300 K) with experimental 

parameters.  
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Aromatic region of the 13C NMR spectrum of AMG 232 in process impurity lot in CDCl3 at 27 °C (300 K) 

with assignments.  

MS (ESI–): m/z 373.1 (M – 1). 
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Chiral HPLC data for DLAC 2 
 

Chiral Analytical Method Conditions  
Column: CHIRALPACK AD-H, 4.6 x 250 mm, 5 μM 

Eluent: 3% EtOH in n-heptane, 1.5mL/min,  

Column temperature: 30 °C,  

Wavelength: 220 nm,  

Diluent: 100% 2-PrOH    
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Chiral HPLC data for 7 
 

 
 
Chiral Analytical Method Conditions  

Column: AD-H, 4.6 x 250 mm, 5 μM 

Eluent: 2% EtOH in n-Hexane 1.5mL/min 

Column temperature: 20 °C 

Wavelength: 220 nm 

Diluent 50% IPA/50% n-Hexane 

 

Racemic mixture 

8.951 min: Isomer 1 

10.515 min: Isomer 2 

14.974 min: Isomer 2 

24.442 min: Isomer 1 
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Peak RT Area Percent 

Isomer 1, major enantiomer 9.158 min 55.26 

Isomer 2, major enantiomer 10.776 min 39.87 

Isomer 2, minor enantiomer 15.75 min 0.77 

Isomer 1, minor enantiomer 21.692 min 0.91 

Isomer 1 e.r.  

55.26 (major)  / 0.91 (minor) =  60.7  

Major (x) / minor (y) = 60.7;    x = 60.7y 

x + y = 100;  60.7y + y = 100;      61.7y = 100;     100 / 61.7 = y;   y =  1.62 

x + 1.62 =  100;   x =  98.38 

Isomer 1 e.r. = 98.4 : 1.6 
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Isomer 2 e.r.  

 39.87 (major)  / 0.77 (minor) =  51.8 

Major (x) / minor (y) = 51.8;    x = 51.8y 

x + y = 100;  51.8y + y = 100;      52.8y = 100;     100 / 52.8 = y;   y =  1.89 

x + 1.89 =  100;   x =  98.1 

Isomer 2 e.r. = 98.1 : 1.9  

Average e.r., Isomer 1 and 2 = 98.3: 1.7 
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Enantioenriched 7, spiked with racemic 7 

 

 


