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Experimental 

Ruthenium catalyst 1 was prepared as described in ref 10c. Immobilized CALB (Novozym-435) was purchased from Sigma Aldrich.

Dynamic kinetic resolution of 1-phenylethanol (2) on a 1 mol-scale. Ru-catalyst 1 (320 mg, 0.5 mmol), immobilized CALB (500 mg), and Na2CO3 (21.2 g, 0.2 mol) were placed in a 500 mL two-necked round-bottomed flask equipped with a magnetic stirring bar. The flask was evacuated and filled with argon. Dry toluene (150 mL) was added under an argon atmosphere. The reaction mixture was stirred at room temperature until the ruthenium complex was dissolved, and then a solution of tBuOK in THF (0.5 M) (1.5 mL, 0.75 mmol) was added. The reaction mixture was stirred for 6 min. Then 1-phenylthanol (2) (122 g, 1 mol) was added via syringe and the mixture was stirred for another 4 min. Finally, isopropenyl acetate (120 g, 1.2 mol) was added via syringe, and the mixture was stirred at 70 ºC. After 20 h an aliquot (50 L) was taken and quenched with 1 M HCl. The sample was passed through silica pad and analyzed by GLC equipped with a chiral capillary column (CP-Chirasil-DEX-CB, 25 m*0.32 mm*0.25 m. Conditions: Temperature: 110 ºC during 12 min; then up to 200 ºC at 80 ºC/min; hold: 6 min. Total time: 19.13 min). The analysis showed that almost no starting material was left. The flask was cooled down to ambient temperature, and the mixture was filtered and concentrated under reduced pressure. The crude mixture was subjected to distillation under reduced pressure (ca. 1 Torr) yielding 159 g (97 % yield) of (R)-1-phenylethanol acetate 3 (>99.8% ee) as a colorless liquid. Careful analysis by GC showed that the product contained ~1 % of alcohol 2 and <0.5% acetophenone. The latter compound was also present in the commercial racemic 2 that was used.
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Title 5
Run File : c:\star\b krisztian\from 900\bk~-1002-20h.run
Method File : c:\star\b krisztian\ab-phenylethanol-new-new.mth
Sample 1D : bk-1002-20h
Injection Date: 2/1/2007 3:20 PM Calculation Date: 2/1/2007 3:55 PM
Operator : max Detector Type: 3800 (10 Volts)
Workstation: Bus Address : 44
Instrument : GCl 3800 Sample Rate : 10.00 Hz
Channel : Middle = FID Run Time : 19.482 min
** Star Chromatography Workstation Version 5.52 ** 00195-0a08-d491-22a9 **
. Run Mode : Analysis
Peak Measurement: Peak Area
Calculation Type: Percent
Ret. Time Width
Peak Peak Result Time Offset Area Sep. 172 Status
No . Name (min) (min) (counts) Code (sec) Codes
1 4.414 0.000 43378 BB 2.6
2 5.798 0.000 4561 BB 2.7
3 6.346 c.000 8190605 BB 14.4
4 G.523 0.000 47786 BB 16.8
3 10.359 0.000 71868 BB 7.9
Totals: 0.000 8358195
Total Unidentified Counts : 8358196 counts
De+=cted Peaks: 5 Rejected Peaks: 0 Identified Peaks: O
Multiplier: 1 Divisor: 1 Unidentified Peak Factor: 0
Baseline Offset: 1 microvVolts
Noise (used): 84 microVolts - monitored before this run
Vial: © Injection Number: 1 Volume: 0.3 ul Position: 2

WA A A KA AR A KKK AR AR AR R R A A AR ARAAEA T Ak Ak kA ARk kkhhdhk ok kA bde ok e d Xk Ak Ak ok ok ok ok Kk deok ok ke ok o




Conditions: CP-Chirasil-DEX-CB, 25 m*0.32 mm*0.25 m. Conditions: Temperature: 110 ºC during 12 min; then up to 200 ºC at 80 ºC/min; hold: 6 min. Total time: 19.13 min
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