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residue is chromatographed on alumina. The first fraction elutes with 10% CH2C12/20-40" 

petroleum ether, and contains -1 g of a 6:7 mixture of 1 and 2. A second fraction elutes 

with 20% CHzClz/pet. ether and contains a 1:3 mixture of the trimer (3) and tetramer (A).' 

The mixture of 2 and 2 (0.95 g, 2.7 mmol) is dissolved in 10 mL of CH2C12 and treated with 

Br2/CH2C12 until a faint color persists, and is then chromatographed on alumina. The first 

s fraction eluted contains 0.4309 g (1.2 mmol) of pure saturated 2 (17.3% based on the 

dichloride 1). The second fraction, eluted with 10% CH2C12/pet. ether, contains 0.7596 g 

(1.5 mmol) of [2.12]-1,2-dibromoparacyclophane (5). Debromination of 0.1047 g (0.2 mmol) of 

2 using 0.1075 g of Zn-dust in refluxing 10% ethanol for 1 hr gives 0.0709 g (0.2 mmol) of 

pure 2' (20.6% based on the dichloride 1). Hydrogenation of the mixture of 2 and 3 in ethanol, 

using 5% Pd/C, can be used to give pure 2, This route provides an easy access to [2.12]-para- 

cyclophane in fair yield, and can be used to prepare higher homologs (e.g. [2.14]-paracyclo- 

phanelO) as well, although the yield is somewhat lower. 

Ready access to macrocyclic stilbenes of this type makes possible a number of experiments 

concerning the influence exerted by the long chains present in these molecules. Experiments 

designed to test the feasibility of forming derivatives encorporating bans stilbene and 

acetylene moieties in the macrocyclic ring are presently in progress. 
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The cis configuration was evidenced by a characteristic absorption at 260-265 nm in the 
W, and by a singlet at 6.62 ppm for the stilbene protons and a singlet in the aromatic 
region at 6.99 ppm of the nmr spectrum. 

The trans configuration was indicated by a UV absorption at 285-290 nm which is character- 
istic for trans stilbenes, and confirmed by the nmr spectrum, which exhibited a singlet at 

7.01 ppm for the stilbene protons and an AB pattern in the aromatic region (6: 7,374 and 
7.129). 

This material was obtained as a white crystalline solid. Elemental analysis (Galbraith 
Labs, Inc., Knoxville, TN) was consistent with the empirical formula: C26H31+. Calculated: 

C: 90.11%, H: 9.89. Found: C: 89.83%, H: 10.02. Molecular weight determination gave a 
molecular weight of 1270, which is consistent with the results from size exclusion 
chromatography (Waters 500 1 ultrastyragel) which revealed the presence of two components 
in a 1:3 ratio. 

'H nmr (CDC13) 6: 6.90 and 6.75 (SH,AB); 2.90 (4H,s); 2.52 (4H,t); 1.55 (4H,bm); 1.25 

(16H,s). 

lH nmr (CDCl3) 6: 6.99 (8H,s); 6.62 (2H,s); 2.59 (4H,t); 1.54 (4H,bm); 1.26 (16H,s). 

The [2.n]-paracyclophanes obtained by this route are identical to the material obtained 
by standard procedures as shown by nmr, HPLC, and boiling point. Data for [2.14]- 

paracyclophane distilled at 255" @ 1.5 torr is typical. Calculated for C2aH40: 

C: 89.30%, H: 10.70, MW: 376.62. Found: C: 89.32%, H: 10.81, MW: 376. 
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