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:

0P http://www.informaworld.com/smpp/title~content=t902189982

P\
e semeecone | AN IMPROVED PROCEDURE FOR SYNTHESIS OF 2-ACETYL-3-(2-
worroceoures | METHYL-4-AMINOPYRIMIDIN-5-YL)METHYL-3A-
o METHYLPERHYDROFURO[2,3-D]THIAZOLE

Khashayar Karimian®; G. E. Risinger*
* Department of Biochemistry, Louisiana State Univeristy, Baton Rouge, LA

To cite this Article Karimian, Khashayar and Risinger, G. E.(1978) 'AN IMPROVED PROCEDURE FOR SYNTHESIS OF 2-
ACETYL-3-(2-METHYL-4-AMINOPYRIMIDIN-5-YL)METHYL-3A-METHYLPERHYDROFURO{2,3-D]THIAZOLE',
Organic Preparations and Procedures International, 10: 1, 45 — 46

To link to this Article: DOI: 10.1080/00304947809355004
URL: http://dx.doi.org/10.1080/00304947809355004

PLEASE SCROLL DOWN FOR ARTICLE

Full ternms and conditions of use: http://wwinformworld.coniterns-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, |loan 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, formulae 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 danmmges whatsoever or howsoever caused arising directly
or indirectly in connection with or arising out of the use of this nmaterial.



http://www.informaworld.com/smpp/title~content=t902189982
http://dx.doi.org/10.1080/00304947809355004
http://www.informaworld.com/terms-and-conditions-of-access.pdf

12: 40 27 January 2011

Downl oaded At:

OPPI BRIEFS

AN IMPROVED PROCEDURE FOR SYNTHESIS OF 2-ACETYL-
3-(2-METHYL-k4=AMINOPYRIMIDIN~5-YL )METHYL-3a-

METHYLPERHYDROFURO([ 2, 3-d JTHIAZOLE
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(8/8/77)
Department of Biochemistry
Louisiana State Univeristy
Baton Rouge, LA T0803
An improved procedure results in substantially higher yield of 2-

acetyl-3-(2-methyl-h-aminopyrimidin-5-y1 )methyl-3a-methylperhydrofuro(2,3-

d]thiazole(I) than that reported earlier.l
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EXPERIMENTAL

2-Hydroxyethylthiomine hydrochloride (10.00 g., 26.3 mmoles)2 and two
equivalents of pctassium carbonate (7.29 g., 52.7 mmoles) were suspended in
100 ml of DMF and the reaction mixture was stirred under nitrogen for 6 hrs.
The cloudy yellow suspension obtained was filtered and the filtrate was ex-
tracted with dichloromethane. The solvents were removed in vacuo and the
thick yellow syrup was dissolved in 100 ml of dichloromethane and extracted
with 3 ml of water. The agueous layer was extracted with four 50 ml por-

tions of dichloromethane. The combined organic phase was dried over sodium
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sulfate and the solvent was removed in vacuo. The yellow syrup obtained
was then extracted with six 50 ml portions of a 5:1 mixture of dichloro-
methane-carbon tetrachloride and 5 ml of water. The organic phase was
dried and evaporated in vacuo to give white crystals. Recrystallization
from hot ethyl acetate afforded 5.8 g (71%) mp. 155-157°.

Anal. Calcd. for C Nh02S: C, Sk.sk; H, 6.49; N, 18.18.

14820
Found: C, S5k.T75; H, 6.03; N, 18.72.

1

IR(CHC1,): 920, 1670, 1680 cm

3
NMR (CDCl3): 7.85 (s, 1H), 6.30 (m, 2H), L4.56 (s, 1H), 4.08 (m, 1H), 3.90
(s, 2H), 3.80 (m, 2H), 2.49 (s, 3H), 2.05 (m, 2H), 2.05 (s, 3H), 1.68 (s,
3H).
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2-Amino-3',4,4'5-tetrachlorobiphenyl (previously prepared in 24% yield
by Hickmott and Hudson1 from 3,3'-dichloro-6-nitrobenzidine) needed as a

radioimmunoassay hapten, has been synthesized in 83% yield by the nitration

of 3,3',4,4'-tetrachlorobiphenyl with nitric acid in acetic anhydride and
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