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General Experimental Methods.   

1H and 13C NMR spectra are reported in ppm relative to the residual solvent signal. Data 

are reported as follows: chemical shift, multiplicity (s = singlet, d = doublet, t = triplet, q 

= quartet, m = multiplet, br = broad, comp = complicated pattern due to overlapping 

resonances, par obsc = partially obscured), coupling constant (J) in Hz, and integration. 

Low resolution mass spectrometry data was obtained using the chemical ionization 

method. Infrared spectra are reported as diffuse reflectance (DRIFTS) values.  Melting 

points are reported uncorrected. Solution pH measurements were made with Whatman 

type CF pH 0-14 indicator paper strips. Inert atmosphere reactions were conducted in 

oven-dried glassware under an atmosphere of dry nitrogen. Anhydrous solvents and 

reagents, including 25% sodium methoxide in methanol, were obtained from Aldrich and 

used without further purification. Two exceptions are ethyl vinyl ketone and methyl vinyl 

ketone, which were distilled prior to use. Commercial grade Raney® 2800 nickel 

(Aldrich Catalog #22,167-8) was rinsed with deionized water until the rinse registered a 

neutral pH. The resultant neutral Raney nickel gave better results for hydrogenation of 

the nitro group. Some procedures employed fresh Raney nickel, which was prepared as 

described below. The following protocols include full experimental details for the 

synthesis of each of the 6-ethyl isomers, and select procedures for the synthesis of 

various compounds from the 6-methyl series.  
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X-Ray Crystallography ORTEP Diagram for 12-cis 
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X-Ray Crystallography ORTEP Diagram for 13-syn 
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X-Ray Crystallography ORTEP Diagram for 30a 
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X-Ray Crystallography ORTEP Diagram for 34 
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