
Chapter 44: The Sandmeyer Reaction
Expt. 1,2, & 3. Pages 600-601.
Experimental Procedure.
Part 1. Copper(I) Chloride Solution 

1. Dissolve 0.300 g of copper (II) sulfate crystals (CuSO4(5H2O) in 1.0 mL of distilled water.
2. Heat the solution to boil, and then add 0.140 g sodium chloride 

3. Make the sodium sulfite solution (add 0.057 g of sodium sulfite in 0.4 mL of water)

4. Add sodium sulfite solution dropwise to the hot copper(II) sulfate solution. You will get white solid which is copper(I) chloride.

5. Rinse the tube that contained the sulfite with couple drops of water, and add it to the copper(I) chloride mixture. 

6. Shake the tube and cool it on ice; keep it in ice, then go to Part 2.
7. Now you are ready to use copper(I) chloride. Remove the water above the solid and wash the solid with water. 

8. Dissolve the solid in 0.45 mL of concentrated hydrochloric acid. It should turn to dark green or brown. Go to Part 3.
Part 2. Diazotization of 4-Bromoaniline

1. In a 10 ml Erlenmeyer flask place 0.172 g of 4-bromoaniline, 0.250 mL of 6 M hydrochloric acid and 0.25 mL of distilled water. 

2. Warm the mixture on the sand bath to dissolve the amine, and ensure transformation into hydrochloride. 

3. Cool the flask in ice, the hydrochloride will crystallize.

4. Add ice-cold solution of 0.070 g sodium nitrite in 0.2 mL of water

5. Use 2 or 3 more drops of water to transfer the sodium nitrite if you still have some solid on the wall of the tube.

6. Mix the solid and the sodium nitrite thoroughly. The result should be a heterogeneous yellow solid/liquid mixture. DO NOT allow this mixture to warm above 0oC, then go back to Part 1 (step 7). 
Part 3. Sandmeyer Reaction:1-Bromo-4-chlorobenzene

1. Cool the copper(I) chloride solution in ice and add it to the diazonium chloride solution dropwise with thorough mixing.

2. Slowly heat the mixture on the steam bath to complete the reaction (cease bubbling).

3. Cool the mixture thoroughly in ice and collection the dark solid on the Hirsch funnel.

4. Squeeze the product between sheets of filter paper to dry it. 

5. Weight the product and calculate yield.

6. Sublime the bromochloridebezene on the stream bath or stand bath (p.130. Fig 6.21). Hint: replace the ice water in the centrifuge tube with room temperature water before removing it so that moisture will not condense on the tube. 

7. Scrape the product onto a piece of weighing paper. Check melting point

