
 

 

PLEASE SCROLL DOWN FOR ARTICLE

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

DIAZOPYRROLINE AS SYNTHETIC INTERMEDIATE. A SYNTHESIS OF
PYRAZOLO[1,5-c]PYRIMIDINES
R. Madhava

a Department of Chemistry, University of Pittsburgh, Pittsburgh, PA

To cite this Article Madhav, R.(1976) 'DIAZOPYRROLINE AS SYNTHETIC INTERMEDIATE. A SYNTHESIS OF
PYRAZOLO[1,5-c]PYRIMIDINES', Organic Preparations and Procedures International, 8: 4, 200 — 201
To link to this Article: DOI: 10.1080/00304947609355622
URL: http://dx.doi.org/10.1080/00304947609355622

Full terms and conditions of use: http://www.informaworld.com/terms-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 form to anyone is expressly forbidden.

The publisher does not give any warranty express or implied or make any representation that the contents
will be complete or accurate or up to date. The accuracy of any instructions, formulae and drug doses
should be independently verified with primary sources. The publisher shall not be liable for any loss,
actions, claims, 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/10.1080/00304947609355622
http://www.informaworld.com/terms-and-conditions-of-access.pdf


OPPI BRIEFS 

DIAZOPYRROLINE AS SYNTHETIC INTERMEDIATE. 

A SYNTHESIS OF PYRAZOLO[~,~-C]PYRIMIDINES 

Submitted by R. Madhav 
(6125175 1 

Department of Chemistry 
University of Pittsburgh 
Pittsburgh, PA 15260 

It was felt that the recently reported diazopyrrolines(1) 1 

have been shown to be useful synthetic intermediate for the 

preparation of new bridgehead N-compounds. Upon heating with 

dimethylacetylenedicarboxylate in toluene, the diazopyrrolines 

gave colorless crystalling products (11) through the inter- 
n c mediate spiro compound. In these cases, lactam group mi- 

grates directly to the nearest nitrogen atom, resulting in 

enlargement of the pyrroline to the pyrimidine ring. 

"2G- H I 

R' 

I 

a) R * E t ,  R T =  P h  b)  R = Me, R T a  - p-MeOECPh 

The IR spectra of the products lacked the 2125 cm-l band 

(diazo group) and their pmr spectra showed a single proton 

signal at 68.1 indicating the products to be 4-carboalkoxy- 
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7-0x0-6-substituted 6,7-dihydr0pyrazolo[l,5-c]pyrlmidlne-2,3- 

dimethyldicarboxylates. 

EXPERIMENTAL 

General Procedure.- An equimolar mixture (1 mole) of the 3- 

carboalkoxy-4-diazo-5-oxo-l-substlt~~ted-2-pyrroline and di- 

methylacetylenedicarboxylate was refluxed In anhydrous tolu- 

ene (10 ml) for 120 hr. The solvent was removed under re- 

duced pressure and the residue was crystallized from ethyl- 

acetate-pet ether (30-60'). IIa, 56% yield, mp. 230-232'. 

IR (nujol): 1725, 1660 cm-l. nmr CCDC13-CF3C02H (5:1)1: 

68.15 ( s ,  lH), 7.50-6.60 (5H), 4.7-4.4 (9, 2H), 4.21-4-18 

(m, 6H), 1.55-1.25 (t, 3H). 

Anal. Cafcd for ClgHl7N3O7: C, 57.14; H, 4.29; N, 10.52 

Found: C, 57.43; H, 4.41; N, 10.83 

IIb, 68% yield, mp. 150-151'. IR (nujol): 1728-1720, 1660 

cm-'. 

4.30-4.05 (m, 12H). 

Anal. Calcd for C,,H17N307: 

nmr [CDC13-CF CO H (5:lll: 68.05 (9, 4H), 8.2 ( s ,  1H), 3 2  

C, 54-17; H, 3-86; N, 9-47 

Found: C, 54.00; H, 4.06; N, 9.13 
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