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Expt-1

Preparation of 2-iodobenzoc acid from anthranilic acid
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Procedure:

1. Anthranilic acid (7g, …mol) is dissolved in 50 mL of water containing C. H2SO4 (7mL) in a 250 mL Erlenmeyer flask. The mixture is swirled to dissolve the anthranlic acid. The undissloved material is filtered and the filtrate is cooled to 40C in an ice-water bath.

2. NaNO2 (3.5g, …mol) is dissolved in water (15mL) and the solution is colled in an ice bath. The cold solution of NaNO2 is gradually added to the cold solution of anthranilic acid.

3. KI (13g, …mol) is dissolved in 1M H2SO4 (25mL). The solution is added to the diazotized solution with stirring keeping the mixture in the ice-water bath.

4. The mixture is heated in water bath for 15min and then cooled in ice bath for 10 min. The solid is collected by filtration under suction. The crude solid is transferred into another Erlenmeyer flask and Na2S2O3 solution (60mL) is added and the mixture is swirled. The solid is filtered and wahed with cold water (50mL). The product is recrystallized from hot water. 
5. Purity of the product can be checked by melting point measurement. 

Expt 2
Synthesis of IBX


[image: image2.wmf]I

C

O

2

H

I

C

O

2

H

O

O

I

+

O

O

O

O

H


KBrO3 ( 7.6g, ..mol) is added over a half-an-hour period to a vigorously stirred mixture of 2-iodobenzoic acid (8.52g, …mol) and 73 mL of 0.73M H2SO4. During the addition the reaction mixture is kept below 550C. The mixture is warmed to 650C and stirred for 3 hrs. Cooling to 00C, filtering and washing with 100mL of water and two 10mL portions of ethanol give the product.
Note: IBX is a mild and effective oxidizing agent. DMP can be prepared from IBX (how?)

Mechanism of MeOH oxidation by IBX.
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Expt 3

Thiamine catalyzed Benzoin condensation
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1. Thiamine.HCl (0.84g) was taken in a 50mL Erlenmeyer flask. Water (2.5mL) was added and the mixture was swirled until all the material was dissolved.

2. EtOH (95%; 6mL), NaOH solution (2M, 2.5mL) and benzaldehyde (2.5 mL) were added to the solution of thiamine hydrochloride. The mixture was swirled thoroughly after the addition of each component to ensure through mixing of chemicals.

3. The mixture was allowed to stand for seven days. The crystals of benzoin were collected by suction filtration. Crystals were washed with cold ethanol/water mixture (5:1, 6mL), dried and kept for subsequent step.

The following reaction is an example of intramolecular version of the above reaction and named as Stetter reaction.




Expt 4
Synthesis of 2,4-diacetyl-3-phenyl-pentanedioic acid diethyl ester
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EAA (7.55g, mol) and Ph-CHO (2.85g, mol) are dissolved in anhydrous EtOH (16mL). Piperidine (0.4 mL) is added and the solution is heated to reflux for 10min and then stirred for 12h at RT. The product begins crystallize after 2-3 h. The slurry is cooled to 00C, and the product is collected by filtration, washed with EtOH, and dried. 
m.p: 150-1520C.
Expt 5

Synthesis of 3-Methylpyrazol-5-one
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Place 6.5 g of EAA in a conical flask and stir magnetically during the slow dropwise addition of a solution of 2.5 g (0.5 mol) of hydrazine hydrate in 4 mL of absolute ethanol. The temperature rises during this addition which should be regulated so that a temperature of about 60oC is maintained. A crystalline deposit separates. After further stirring for 1 hr at RT, cool the reaction mixture in an ice bath to complete the crystallization. Filter it, and washed it with ice-cold ethanol. The product is pure enough. (mp. 222oC).
Expt 6

Benzylideneacetophenone
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Place a solution of 2.2 g of NaOH in 20 ml of H2O and 12.5ml of rectified spirit in a 100ml beaker. Immerse the beaker in crushed ice mixture bath, pour 5.2 g of acetophenone, start the stirring and add 4.6 g of Ph-CHO. Keep the temperature of the mixing at about 25oC. Stir vigorously until the solution is so thick that stirring is no longer effective. Cool the reaction mixture in refrigerator weeklong. Filter the product under suction, wash with cold water, until the washings are neutral to litmus. The crude chalcone is air dried, and its mp is recorded.

NB: The substance should be handled with great care as it acts as a skin irritant. 
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