

Chem 337 Nov 2009

Chem 337  Handout for Expt 6.1A
1. Do the background reading for 6.1 and associated techniques (omit Technique N, NMR).

2. Notebook preparation: follow the example in the syllabus for a preparative lab. The theoretical yield should be given in both mg and mL. 

3. Procedures: get these from 6.1A – Microscale Hydrogenation of 1-Decene on p. 239 of the text.

4. Note that the quantities are given in mmol for all the liquids. You will need to convert these to mL (remember you can read the pipet to the nearest 0.01 mL).

5. Changes to be incorporated:


a. Use a tared 10 mL beaker with boiling chips in place of the tared suction flask.

b. Use a hotplate at ~120 oC to evaporate off the cyclohexene, benzene and pet ether. Use a lollipop thermometer to monitor the temperature. Stop when the volume seems constant. (How much will be in the beaker at this point?)

c. No Br2/CH2Cl2 test.

6. Characterization

a. nD  (product)

b. IR (starting alkene and product)
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Here is the Pasteur pipet setup for filtering the crude product. All the Pd on carbon will stick to the Celite, leaving a clear liquid in the tared 10 mL beaker. (What is in the beaker at this point?)








