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A facile synthesis of phenylacetic acids via Willgerodt-Kindler reaction under PTC condition
a B Full Ted

By Alam, M. Mujahid and Adapa, Srinivas R.

From Synthetic Communications, 33(1), 59-63; 2003

Typical procedure for the preparation of phenylacetic acid: Acetophenone (1.20 g, 10 mmol), sulfur (0.64 g, 20 mmaol), morpholine (3 mL, 30 mmol), ptoluene
sulphenic acid (0.06 g, 0.35 mmol) were added and held at reflux under constant stirring in an oil bath at 120-130°C for 8 h. After completion of the reaction as
indicated by TLC, the reaction mixture was allowed to cool and 20% NaOH and triethyl benzyl ammonium chloride (TEBA) (114 mg, 0.05 mmol) were added to the
reaction mixture and continued hydrolysis for further 8 h at 100°C. After completion of the reaction as indicated by TLC; the reaction mixture was cooled and filtered, the|
filtrate was acidified with HCl to pH 6 and then filtered off. The filtrate was further acidified to pH 2 and thus crude phenylacetic acid was obtained. The acid was then
taken into 10% MNaHCO;3 solution and was washed with ethyl acetate (3 x 30 mL), separated the organic layer, and the aqueous layer was acidified with dilute HC, to
yield the pure phenylacetic acid as solid. In case of products from hydroxy acetophenones, the products were extracted into ethyl acetate. The dried organic layer was
evaporated under reduced pressure to yield pure phenylacetic acid. Phenylacetic acid, yield 80%.
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Username and/or password is invalid. Try again, or contact CAS for assistance.
for pa vag News & Updates
Sign In Welcome to SciFinder
The New SciFinder is Here!
Username |
What do you think of our new look? See What's
Password MNew in SciFinder to learn about our sleek new

design and capabilities, and start exploring today!
Lt Remember me for two weeks unless I sign out

(Do not use on a shared computer) Collaboration Helps Integrate Scifinder to

Streamline Research Workflows

Sign In

See how our collaboration with several
customers, including Vertex Pharmaceuticals,
helped them better integrate SciFinder to
streamline research workflows.

Forgot Username or Password?

Your SciFinder username and password are assigned to

you alone and may not be shared with anyone else. Expanded Coverage of Chemical Reaction

Information in Scifinder

Learn how our collaboration with Thieme
Publishing Group will add hundreds of thousands
of new experimental procedures to SciFinder for
chemical reactions reported in SYNLETT and
SYNTHESIS.

CAS is Collaborating with Springer to Help
You Identify Preferred Synthetic Methods

Faster
Thousands of new experlmental procedures are
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Sign In

Your allocated system resources are currently
unavailable to access SciFinder. Please try again
later,

News & Updates

Welcome to SciFinder

Congratulations to our 2013 Scifinder
Future Leaders in Chemistry!

These outstanding Ph.D. students and postdocs

I from around the world will help shape the future
Username |.“M'a’3hm l of chemical information!
The New SciFinder is Here!
Password | |

Remember my Lsername

Fargot Usernarme ar FPassword?

|“-‘_'-;|1]n in |

Your SciFinder username and password are
assigned to you alone and may not be shared
wiith arvenne ales

What do you think of our new look? See What's
Mews in SciFinder to learn about our sleek new
design and capabilities, and start exploring today!

Collaboration Helps Integrate SciFinder to
Streamline Research Workflows

See how our collaboration with several
customers, including Vertex Pharmaceuticals,
helped them better integrate SciFinder to
streamline research workflows.

Expanded Coverage of Chemical Reaction
Information in SciFinder

Learn how our collaboration with Thieme
Publishing Group will add hundreds of thousands
of new experimental procedures to SciFinder for

chemical reactions renorted in SYMIFTT and
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Mail: yelena@igroup.com.cn
Tel:010-82335058-801
Q0Q:1838847288
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