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Synthetic Approaches to Bicyclic Diazenium Salts 

 

I) General experimental information:  

All reactions were carried out under an atmosphere of nitrogen using flame-dried 

glassware. A rotary evaporator equipped with a water condenser and attached to a 

vacuum system was used to concentrate in vacuo. Samples were further dried under 

reduced pressure on a high vacuum line. 

Tetrahydrofuran (THF), dichloromethane (CH2Cl2), and diethyl ether (Et2O) were 

dried via a solvent dispensing system. Triethylamine was freshly distilled from CaH2 

before use. Oxalyl chloride was distilled before use and stored in a sealable container 

under and atmosphere of dry nitrogen. Triflic Anhydride was distilled from P2O5 before 

use and stored for short periods in a sealable container under and atmosphere of dry 

nitrogen. Extra dry DMSO stored over molecular sieves was used as received. All 

hydrazones were freshly prepared before use as these materials could not be stored and 

underwent facile auto oxidation on standing in air. 

 Reactions were cooled to –78 °C via dry ice-acetone baths. 
1
H and 

13
C NMR 

spectra were recorded in CDCl3 or CD3CN. 
1
H chemical shifts are reported in ppm ( 

units) downfield from tetramethylsilane. Solvent peaks were used as internal references 

for all 
13

C NMR. Mass spectra were recorded in positive ion electrospray mode.  
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