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General Experimental Methods       S1 

 

Copies of 1H and 13C NMR spectra for compounds: 

9e, 11b, 12, 14a, 14d, 14e, 15b       S2-S8 

 

General Experimental Methods.  Reactions were performed under positive pressure of dry 

argon in oven-dried or flame-dried glassware equipped with a magnetic stirring bar.  Standard 

inert atmosphere techniques were used in handling all air and moisture sensitive reagents.  

THF and ether were freshly distilled from sodium, and CH2Cl2 and pyridine from CaH2.  

Purchased reagents were used without purification, except for aldehydes and acetic anhydride, 

which were distilled prior to use.  Reactions were monitored by thin layer chromatography 

(TLC) using aluminum-backed silica gel plates.  Product purification by gravity column 

chromatography was performed using silica gel (70-230 mesh). Infrared (IR) spectra were 

obtained with a Fourier transform infrared spectrometer (FTIR) as either neat films or thin 

films of CH2Cl2 solutions on sodium chloride plates.  
1
H NMR (300 MHz), and 

13
C NMR (75 

MHz) spectra were recorded in CDCl3 (unless otherwise stated).  Chemical shifts δ are given 

in ppm, using tetramethylsilane as the reference.  Mass spectra (MS) were obtained using DCI 

(ammonia/isobutane 63/37).  
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