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(S)-2,2-Dimethyl-4-((R)-2,2,2-trifluoro-1-hydroxyethyl)-1,3-dioxan-5-one 
(anti-4a)  
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 (S)-2,2-Dimethyl-4-((R)-2,2,3,3,3-pentafluoro-1-hydroxypropyl)-1,3-
dioxan-5-one (anti-4b) 
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(4R,5R)-2,2-Dimethyl-4-((R)-2,2,2-trifluoro-1-hydroxyethyl)-1,3-dioxan-5-ol 
((5R)-5a) 
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19F NMR 

 
 
HRMS 
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IR 
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 (4R,5R)-2,2-Dimethyl-4-((R)-2,2,3,3,3-pentafluoro-1-hydroxypropyl)-
1,3-dioxan-5-ol ((5R)-5b) 
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 (2R,3R,4R)-5,5,5-Trifluoropentane-1,2,3,4-tetraol (6a) 
 

 
1H NMR 
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19F NMR 

 
 
HRMS 
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IR 
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 (2R,3R,4R)-5,5,6,6,6-Pentafluorohexane-1,2,3,4-tetraol (6b) 
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Enantiomer separation by GC 

 

Enantiomer separation of anti-4a:  

CHIRAL GC (GL Sciences InterCap CHIRAMIX column,  

temperature : 80-140 °C (1°C/min), muscle : 74.4 kPa, total flow : 26.0 mL/min, column flow : 0.89 

mL/min, linear velocity : 25.7 cm/sec, purge flow : 3.0 mL/min, sprit fraction : 24.8), t1 (major 

enantiomer) = 46.1 min, t2 (minor enantiomer) = 46.6 min. 
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Enantiomer separation by HPLC 

 

Enantiomer separation of ester of anti-4a:  

After esterification of 4a with 4-bromobenzoyl chloride in the presence 

of pyridine, ee was measured in HPLC with CHIRALCEL AD-H 

(Daicel, 0.46 cmφx 25cmL) column on a SHIMADZU LC-20AT 

liquid chromatograph, column temperature : 40 °C, flow solvent : hexane/i-PrOH = 95/5, column 

flow : 1.0 mL/min, detection wavelength：237 nm, t1 (major enantiomer) = 5.7 min, t2 (minor 

enantiomer) = 6.5 min. 
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Enantiomer separation by GC 

 

Enantiomer separation of anti-4b:  

CHIRAL GC (GL Sciences InterCap CHIRAMIX column, 

temperature : 80-140 °C (1°C/min), muscle : 89.9 kPa, total flow : 27.4 mL/min, column flow : 0.95 

mL/min, linear velocity : 25.7 cm/sec, purge flow : 3.0 mL/min, sprit fraction : 24.8), t1 (major 

enantiomer) = 42.6 min, t2 (minor enantiomer) = 42.9 min. 
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