Nitration of Methyl Benzoate

Chapter 28, Expt. 1, pp. 432-433
Experimental Procedure.

Wearing rubber gloves is absolutely necessary during this lab! You will work with toxic and corrosive acids.
1. Add 0.60 mL of concentrated sulfuric acid in a 10(100 mm reaction tube#1, and add 0.300 g of methyl benzoate

2. Shake the tube or use a stirring rod to mix the reagents thoroughly. Put the tube into an ice bath.

3. Use 10(100 mm reaction tube#2, add 0.20 ml of concentrated nitric acid and 0.20 ml of concentrated sulfuric acid. (Make sure to slowly add concentrated sulfuric acid into the concentrated nitric acid!)

4. Add the mixture of acids into the tube #1 drop by drop (Slowly!). Keep the tube in an ice bath. Use a stirring rod when adding the acid, and do not allow the temperature above 15ºC (you can use a thermometer as the stirring rod, which will also allow you test the temperature at the same time; but be careful not to break the thermometer, so stir gently) 

5. After all the acids mixture has been added warm the tube #1 to room temperature and allow it react 10-15 minutes.

6. Put 2.50 g ice into a small breaker; pour the mixture in the tube #1 into the ice.

7. Isolate the solid product by suction filtration using the Hirsch funnel and 25 mL filter flask. Wash the product well with water (5-8 times). DO NOT wash with methanol.

8. Dry the product as much as you can (use 2 pieces of filter paper to dry the product between); weigh the product and calculate the yield (%), then test melting point and run IR of the product.

