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General Experimental Data             

dimethyl propane-1,3-diyl dicarbonate 1 1H         

dimethyl propane-1,3-diyl dicarbonate 1 13C          

dimethyl propane-1,3-diyl dicarbonate 1 Exact Mass        

dimethyl 2-methyl-propane-1,3-diyl dicarbonate 2 1H        

dimethyl 2-methyl-propane-1,3-diyl dicarbonate 2 13C        

dimethyl 2-methyl-propane-1,3-diyl dicarbonate 2 Exact Mass     

3-benzyl-1,3-oxazinan-2-one 3  1H            

3-benzyl-1,3-oxazinan-2-one 3 13C            

3-benzyl-5-methyl-1,3-oxazinan-2-one 4 1H          

3-benzyl-5-methyl-1,3-oxazinan-2-one 4 13C          

3-benzyl-5-methyl-1,3-oxazinan-2-one 4 Exact Mass       

methyl N-benzyl carbamate 5 1H            

methyl N-benzyl carbamate 5 13C            

3-hydroxy-2-methylpropyl N-benzyl carbamate 6 1H        

3-hydroxy-2-methylpropyl N-benzyl carbamate 6 13C       

3-hydroxy-2-methylpropyl N-benzyl carbamate 6 Exact Mass     

1,3-dibenzylurea 7 1H              

1,3-dibenzylurea 7 13C               

methyl 2-methyl-3-(benzylcarbamoyl)propyl carbonate 8 1H      

methyl 2-methyl-3-(benzylcarbamoyl)propyl carbonate 8 13C     

Pure Appl. Chem.; doi:10.1351/PAC-CON-11-07-18



 

methyl 2-methyl-3-(benzylcarbamoyl)propyl carbonate 8 Exact Mass   

2-methylpropyl-1,3-dibenzylcarbamoyl 9 1H         

2-methylpropyl-1,3-dibenzylcarbamoyl 9 13C          

2-methylpropyl-1,3-dibenzylcarbamoyl 9 Exact Mass       

dimethyl-butane-1,4-diyl dicarbonate 11 1H          

dimethyl-butane-1,4-diyl dicarbonate 11 13C          

dimethyl-pentane-1,5-diyl dicarbonate 12  1H          

dimethyl-pentane-1,5-diyl dicarbonate 12 13C          

dimethyl-pentane-1,5-diyl dicarbonate 12 Exact Mass       

3-phenylamino-1,3-oxazinan-2-one 13 1H           

3-phenylamino-1,3-oxazinan-2-one 13 13C          

3-phenylamino-1,3-oxazinan-2-one 13 Exact Mass        

5-methyl-3-phenylamino-1,3-oxazinan-2-one 14 1H        

5-methyl-3-phenylamino-1,3-oxazinan-2-one 14 13C        

5-methyl-3-phenylamino-1,3-oxazinan-2-one 14 Exact Mass     

3-phenyl-1,3-oxazinan-2-one 15 1H            

 3-phenyl-1,3-oxazinan-2-one 15 13C           

5-methyl-3-phenyl-1,3-oxazinan-2-one 16 1H          

 5-methyl-3-phenyl-1,3-oxazinan-2-one 16 13C           

Table 3 - Crystal Data and Structure Parameters for Compounds 13-16   

 
 

General Experimental Data.  All experimental procedures described were carried out under air 

and in oven dried glassware.  All reagents were ASC grade and were employed without further 

purification.  1H and 13C NMR spectra were obtained on an 300 MHz spectrometer at 25 °C and 

referred to deuterated chloroform as internal standard.  Melting point analyses carried out are 

uncorrected. HPLC analyses were carried out at 20 °C on a C18 5 μm column (4.6 x 150 mm) using 

an eluting system of 65/35 acidified water/acetonitrile at 0.8 mL/min and detecting at λ = 210.  A 

typical sample size was 100 μL of a solution comprising of 0.1 g of compound, 5 mL of 18.8 mM 
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solution of nitrobenzene in acetonitrile as standard and 20 mL of 50/50 acetonitrile/water.  GC-MS 

analyses were performed at 70 eV (MS) with a 30 m HP 5 capillary GC column.  A typical sample 

size was 0.2 μL of a solution of 1 mg of compound in 1 mL of dichloromethane. 
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2 dimethyl 2-methyl-propane-1,3-diyl dicarbonate 
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3 3-benzyl-1,3-oxazinan-2-one   
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5 methyl N-benzyl carbamate 
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7 1,3-dibenzylurea,  
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15 3-phenyl-1,3-oxazinan-2-one 
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Table 3. Crystal Data and Structure Parameters for Compounds 13-16 

 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 

 
 

Compound 13 14 15 16 

empirical formula C10H12N2O2 C11H14N2O2 C10H11NO2 C11H13NO2 

formula weight 192.22 206.24 177.20 191.22 

crystal system monoclinic monoclinic monoclinic orthorhombic 

space group P21/a P21/c P21/c Fdd2 

a/Å 9.508(2) 11.734(3) 5.781(2) 24.356(3) 

b/Å 10.527(3) 9.003(2) 12.671(3) 27.958(3) 

c/Å 10.065(2) 11.714(3) 12.500(3) 5.831(2) 

ß/deg 104.47(3) 114.71(3) 100.76(3) - 

Volume (A3) 975.5(4) 1124.2(5) 899.5(4) 3971(1) 

Z 4 4 4 16 

ρcalcd (g cm-3) 1.309 1.219 1.309 1.280 

μ(Mo-Kα) (mm-1) 0.093 0.085 0.092 0.088 

F(000) 408 440 2112 1632 

No. reflens collected 1794 2066 1649 967 

No. reflns used [I  2σ(I)] 1537 1554 1435 918 

R= ∑|Fo|-|Fc|/∑|Fo| 0.066 0.072 0.053 0.073 

Rw={∑[ w(Fo2-
Fc2)2]/∑[w(Fo2)2]}1/2 

0.176 0.186 0.139 0.198 
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