
(1R, 2R)-1,2-Bis(3-fluorophenyl)-1,2-dimethoxyethane XXX

(1R, 2R)-1,2-Bis(3-fluorophenyl)ethane-1,2-diolXX XXX (4.31 g, 17.2 mmol)

was dissolved in  dry THF (20 ml) and added via cannula to a stirred

suspension of sodium hydride 60% wt. (2.36 g, 59.0 mmol) in dry THF (200

ml) at 2 °C under argon.  Residual diol was added with more THF (20 ml).  The

reaction mixture was stirred and allowed to reach room temperature.  It was

stirred for 1 h, cooled to 2 °C, and methyl iodide (2.30 ml, 36.9 mmol) added

dropwise.  The mixture was allowed to come to room temperature and stirred

overnight before sodium hydroxide solution (45 ml, 2.9 M) was added.  The

mixture was vigorously stirred for 3 h.  The layers were separated and the

aqueous layer extracted with Et2O (3 × 100 ml).  The combined organic extracts

were evaporated and water removed as an azeotrope with toluene (2 × 200 ml).  

The residue was purified by flash chromatography, eluting with 1:1 Et2O-

hexane, to give the diether (4.71 g, 98.3%) as needles, mp 88-88.5 °C (from

Et2O-hexane); Rf(Et2O-hexane, 1:1) 0.50; νmax (CHCl3)/cm–1 2828 (OC-H),

1614 (Ar) and 1592 (Ar); δH(400 MHz; CDCl3) 7.12 (2 H, td, J 8.0 and 4JHF

5.9, 5-ArH), 6.88 (2 H, tdd, 3JHF 8.6, J 8.6, 2.5 and 0.8, 4-ArH), 6.79-6.73 (4

H, m, 2 and 6-ArH), 4.27 (2 H, s, ArCH) and 3.27 (6 H, s, OMe); δC(100.6

MHz; CDCl3) 163.0– (1JHF 204.6, 3-ArC), 140.9– (1-ArC), 129.6+ (3JHF 7.8,

5-ArC), 123.7+ (6-ArC), 114.9+ (2JHF 21.2), 114.6+ (2JHF 21.9), 86.9+ (ArCH)

and 57.5+ (Me); δF(235.4 MHz; CDCl3; 1H Decoupled) –113.9; m/z (EI) 247

(4.5%, M – OMe) and 139 (100, ArCHOMe)(Found: C, 69.1; H, 5.80.  

C16H16F2O2 requires C, 69.1; H, 5.80); [α]24
D  –50.8 (c 0.985 in CH2Cl2).
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