This article was downloaded by:

On: 27 January 2011

Access details: Access Details: Free Access

Publisher Taylor & Francis

Informa Ltd Registered in England and Wales Registered Number: 1072954 Registered office: Mortimer House, 37-
41 Mortimer Street, London W1T 3JH, UK

Organic Preparations and Procedures International
Publication details, including instructions for authors and subscription information:
http://www.informaworld.com/smpp/title~content=t902189982

QP
LB
e semecone | A CONVENIENT SYNTHESIS OF 5-OXAZOLONES. 2-PHENYL-5-
.\\.L} PROA '-I- -I'll RES . OXAZOLONE
..I'\'f r I.<"~ \.I. [ 1'\_ \.l- Lloyd D. Taylor? Thomas E. Platt®

 Research Laboratories Polaroid Corporation, Cambridge, Mass.

To cite this Article Taylor, Lloyd D. and Platt, Thomas E.(1969) 'A CONVENIENT SYNTHESIS OF 5-OXAZOLONES. 2-
PHENYL-5-OXAZOLONE', Organic Preparations and Procedures International, 1: 3, 217 — 219

To link to this Article: DOI: 10.1080/00304946909458384
URL: http://dx.doi.org/10.1080/00304946909458384

PLEASE SCROLL DOWN FOR ARTICLE

Full terms and conditions of use: http://ww.informaworld. confterns-and-conditions-of-access. pdf

This article may be used for research, teaching and private study purposes. Any substantial or
systematic reproduction, re-distribution, re-selling, |oan or sub-licensing, systematic supply or
distribution in any formto anyone is expressly forbidden.

The publisher does not give any warranty express or inplied or make any representation that the contents
will be conplete or accurate or up to date. The accuracy of any instructions, formul ae and drug doses
shoul d be independently verified with primary sources. The publisher shall not be liable for any |oss,
actions, clainms, proceedings, demand or costs or damages whatsoever or howsoever caused arising directly
or indirectly in connection with or arising out of the use of this material.



http://www.informaworld.com/smpp/title~content=t902189982
http://dx.doi.org/10.1080/00304946909458384
http://www.informaworld.com/terms-and-conditions-of-access.pdf

14: 03 27 January 2011

Downl oaded At:

ORGANIM PREPARATIONS AND PROCEDURES 1(3), 217-219 (1969)

A CONVENIENT SYNTHESIS OF 5-0XAZOLONES.
2-PHENYL-5-0XAZOLONE
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The usual method of preparing 5-oxazolones involves the
classical cyclization of an N-acyl-a-amino acid with acetic
anhydride. The laboratory preparation of 2-phenyl-5-
oxazolone using this method has recently been reported.1
This method has several disadvantages, especially with
oxazolones with reactive hydrogen atoms in the 4-position.
Distillations are usually required and, even 1in cases where
side reactions are controlled, the lower boliling oxazolones
are difficult to separate from acetic acid or acetic anhy-
dride. We wish to report an alternative procedure for the
easy preparation of oxazolones utilizing the mixed carbonic-
carboxylic acid anhydride route. This method was previously
reported but appears to have been overlooked.2 A negative

3

result 1s reported in a reference work of wide availability.
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We find that the mixed anhydride synthesis is an out-
standing method for the preparation of oxazolones. If one
does not wish to isolate the oxazolone but use it directly,
again this method is the one of choice because the oxazolone
may be generated in an inert solvent such as benzene, ether,
methylene chloride, hexane or ethyl acetate and then allowed
to react with an amine. We will illustrate a typical pro-

cedure with the synthesis of 2-phenyl-5-oxazolone.

Exgerimentalu

2-Phenyl-5-oxazolone. To a slurry of 36.1 g. (0.2 mole)

of hippuric acid in 190 ml. of ethyl acetate is added 19.2
ml. (0.2 mole) of ethyl chloroformate. After this mixture

is cooled to 0-5°, 28.3 ml. (0.2 mole) of triethylamine is
added dropwise at a rate sufficiently slow to keep the tem-
perature at about 5°. When the addition is complete, the
mixture is stirred for 30 minutes. The reaction mixture is
quickly warmed to 40° for several minutes to insure complete
solution of the product. The reaction mixture 1s filtered

to remove triethylamine hydrochloride and this salt 1s washed
with 20 ml. of warm ethyl acetate. To the combined filtrates
is added enough hexane to produce a cloud point. The solu-
tion is cooled 1in a dry ice-acetone bath and the product
crystallizes in the form of small off-white crystals. The
product is filtered and dried for several hours in a vacuum

oven set at 300.5
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m.p. 89-91°; i.r. (¥XBr) 1810 (C=0) and 1650 cm_

SYNTHESIS OF 5-0XAZOLONES

The yield of 2-phenyl-~5-oxazolone is 26.1 g. (80%),

1 (C=N);

nmr (CDCl3) § 4.43 (s,2), 7.37-7.70 (m,3), 7.83-8.06 (m,2).

1.

Anal. Calcd. for 09H7NO2: C, 67.1; H, 4.3; N, 8.7.

Found: c, 67.0; H, 4.5; N, 8.7.
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A1l reactants and solvents were "Eastman Grade" from
Distillation Products Industries.

This compound should not be subjected to elevated tem-
peratures since some type of condensation occurs
causing the material to turn bright yellow.

For further examples, see J. Polymer Sci., part B, In
press.
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