Lab VD
CHM 2210

Chemicals:

1.  Ethyl p-aminobenzoate  MP

2.  Benzoic acid  MP
3. Naphthalene  MP



4.  Hydrochloric acid

4. Sodium hydroxide


5.  Dichloromethane

6. Sodium sulfate
Lab Notes:  This will be the complete procedure, do not copy anything from your lab manual  

1.  Weigh ~2g mixture of Ethyl p-aminobenzoate , Benzoic acid, Naphthalene into a 125 mL Erlenmeyer flask (record weight)

2. Add 20 mL CH2Cl2  to mixture, stir until dissolved

3. Pour solution into 125 mL separatory funnel

4. Add 15 mL of a 3M NaOH

5. Shake, vent, shake, vent,  DO NOT vent towards someones face
6. Let the layers separate

7. Drain the bottom basic aqueous layer into a labeled beaker (Basic Aq Layer)

8. Wash the solution in the sep funnel with 15 mL 3 M NaOH, add the extract to the Basic Aq Layer beaker, keep the organic phase in the sep funnel

9. Basic Aq Layer beaker

a. To the Basic Aq Layer beaker add concentrated HCl with stirring until mixture is acidic to litmus paper

b. Benzoic acid should have separated out on addition of Conc. HCl

c. Cool Basic Aq Layer beaker in ice bath to promote crystallization of  Benzoic acid

d. Vac filter Basic Aq Layer beaker mixture, dry on a watch glass in the oven

e. Weigh Benzoic acid, take MP
10. Add 15 mL 3 M HCl to the sep funnel

11. Shake, vent, shake, vent,  DO NOT vent towards someones face

12. Drain the bottom acidic aqueous layer into a labeled beaker (Acidic Aq Layer)

13. Add 15 mL 3 M HCl to the sep funnel

14. Shake, vent, shake, vent,  DO NOT vent towards someones face

15. Drain the bottom acidic aqueous layer into the Acidic Aq Layer beaker
16. Acidic Aq Layer beaker

a. Cool Acidic Aq Layer beaker in ice bath, add 20% NaOH while stirring until the mixture is basic to litmus paper

b. Ethyl p-aminobenzoate should have separated out on addition of NaOH 

c. Vac filter Ethyl p-aminobenzoate, air dry (DO NOT put in oven)

d. Weigh Ethyl p-aminobenzoate, take MP
17. Drain the organic phase from the sep funnel into a labeled beaker (Org. Phase)
18. Org. Phase beaker

a. Add 1-2 g Na2SO4 to Org. Phase beaker, let sit for 15 minutes

b. Use the rotovap to evaporate all solvent, all that should be left is naphthalene

c. Weigh naphthalene product, take MP

Post-lab Questions:  1,2,3,4
Conclusion:

1. Table of MP’s  
2. % yield for each product
3. any problems or changes

