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Week 4
Borohydride Reduction of 2-Methylcyclohexanone
Chapter 26. pages 422-423.
Experimental Procedure.

1. Add 1.25 mL of methanol and 0.3 g of 2-methylcyclohexanone into reaction tube#1.
2. Cool this solution in an ice bath contained in a small beaker.
3. When the reaction tube is in the ice bath, carefully add 0.05 g of solid sodium borohydride to the solution and stir it.
4. After the bubbling has ceased, remove the tube from the ice bath, and allow it to stand at room temperature for 5 min.
5. Add 0.7 mL of 6 M sodium hydroxide and 0.7 mL of distilled water to the tube#1.
6. To the resulting cloudy solution add 1ml of distilled water (tube#1).
7. The product will separate as a little clear upper layer.
8. Pipette the top layer off into reaction tube#2.

9. Extract the reminder of the product from the tube#1 with 0.5 mL portions of methyl t-butyl ether (tBuOMe); pipette the top layer into tube#2 again, and then repeat this step again. (Add ether, shake, and take off the top layer with pipette).
10. After step9, tube#1 is not of use anymore. Add couple of spatulas of anhydrous sodium sulfate into the tube#2, until it absorbs all the water.
11. Weigh a small Erlenmeyer flask with a boiling chip in it.
12 Transfer the solution from tube#2 into the flask.
13 Carefully evaporate the ether on the hot water bath (NO SAND BATH!).
14 Weigh the flask with your product (liquid, transparent or light yellow), and     calculate % yield.
15 Run IR spectrum of the product, you are supposed to see a strong OH peak (around 3400cm-1), but not C=O peak (around 1700cm-1).
