Aldehydes and Ketones, Unknowns

Chapter 36 Expts. 1,2,3,6,& 7. pages 509-514.

Changes:

Part 1:

1. You will not submit a derivative to the instructor

2. You will not do 3 tests simultaneously

Part 2: Dinitrophenylhydrazones

1. Use 4 drops of unknown

2. Warm reaction mixture for 5 min.

3. Use 2 filter papers when filtering

4. Do not recrystallize product.

5. Make sure product is dry before taking melting point.

Part 3: Semicarbazones

1. Use 4 drops of unknown

2. ONLY add 0.5 mL MeOH. No more!

3. Use 5 drops of 2 M sodium acetate. Not 5 drops of pyridine.

4. Do NOT recrystallize the product

5. Make sure the product is dry before you take the melting point.

*Precipitate will form on ice…you may need to wait a long time.

Part 6: Iodoform Test

Complete procedure is given here:

1. Put 4 drops of unknown into a test tube

2. Add to this 0.5mL distilled water

3. Add 0.25mL 6M NaOH and 0.25 mL of water
4. Add 5 drops of KI3 solution (already made for you)

5. Note observations at beginning and after 10 min.

6. Do not collect precipitate

*Yellow cloudy bottom layer = POSITIVE TEST

*Anything else is negative. White cloudy, clear etc. is negative.

Part 7: Bisulfite Test

1. Use 4 drops of the unknown

2. Add 1 drop of MeOH before adding the sodium bisulfite solution

3. Stock solution = sodium bisulfite solution

*A positive test will form a precipitate.
Experimental procedure.
Part 2. 2,4-Dinitrophenylhydrazones (2,4-DNP)
1. Add 4 drops of unknown into a test tube

2. Add 2 mL of 2,4-DNP solution into the tube

3. Warm the reaction mixture for 5 minutes in a water bath, and let crystallization   processed. 

4. Collect the product by suction filtration (use 2 filter papers when filtering); wash the crystal with a large mount of water.

5. Press a piece of moist litmus paper onto the crystals, and if they are acidic wash them with more water.

6. Press the product between sheets of filter paper until it is as dry as possible, and test melting point

Part 3. Semicarbazones

1. Add 4 drops of unknown into a test tube.

2. Add 2 mL of semicarbazide hydrochloride solution into that tube

3. Add only 0.5mL MeOH. NOT MORE!

4. Add 10 drops of 2 M sodium acetate and warm the solution on a water bath for a few minutes

5. Cool the tube in ice bath, and scratch the inside of the test tube in order to induce crystallization

6. Do not recrystallize the product; collect the product by suction filtration; wash the crystals with water

7. Press the product between sheets of filter paper until it is as dry as possible, and test melting point.

Part 6. Iodoform Test 

1. Put 4 drops of unknown into a test tube
2. Add to this 0.5 ml distilled water

3. Add 0.5ml of 6 M NaOH and 0.5 mL of water.
4. Add 5 drops of KI3 solution (already made for you)

5. Note observations at the beginning and after 10 min

6. Do not collect precipitate

*Yellow cloudy (precipitate) bottom layer = positive

*Anything else is negative. Yellow clear, white cloudy, transparent clear etc. are negative.
Part 7. Bisulfite Test 
1. Put 4 drops of unknown into a test tube

2. Add 1 drop of MeOH

3. Add 1ml of the sodium bisulfite solution, and shake well

4. If the LIQUID shows 2 layers, then add 2-3 more drops of MeOH shake again.
* A positive test will give a precipitate
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