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Part II HPLC Spectra 
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3g After recrystallization 
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Part III X-ray crystallographic data of cycloadduct 3f 

Crystals of the compound 3f were obtained by slow evaporation of a 

hexane/ethyl acetate solution. Data Collection. Measurements were made on a 

MM007HF Saturn724+ diffractometer equipped with Saturn724+ CCD detector, a 

Graphite Monochromator with MoKα radiation, Montel mirrors and a Cryostream 

Plus low temperature device (T = 173K). Full-sphere data collection was used with ω 

and φ scans. 

 

Figure S1 ORTEP of cycloadduct 3f (30% ellipsoid) 
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Table 1.  Crystal data and structure refinement for 3f. 

 

Empirical formula  C18 H14 Br N O3 

Formula weight  372.21 

Temperature  173.1500 K 

Wavelength  0.71073 Å 

Crystal system  Monoclinic 

Space group  P 1 21/c 1 

Unit cell dimensions a = 8.351(2) Å = 90°. 

 b = 10.255(3) Å = 98.302(3)°. 

 c = 18.062(6) Å  = 90°. 

Volume 1530.7(8) Å3 

Z 4 

Density (calculated) 1.615 Mg/m3 

Absorption coefficient 2.700 mm-1 

F(000) 752 

Crystal size 0.233 x 0.084 x 0.067 mm3 

Theta range for data collection 3.023 to 27.477°. 

Index ranges -9<=h<=10, -13<=k<=13, -23<=l<=22 

Reflections collected 9765 

Independent reflections 3464 [R(int) = 0.0400] 

Completeness to theta = 26.000° 99.3 %  

Absorption correction Semi-empirical from equivalents 

Max. and min. transmission 1.00000 and 0.78393 

Refinement method Full-matrix least-squares on F2 

Data / restraints / parameters 3464 / 0 / 209 

Goodness-of-fit on F2 1.135 

Final R indices [I>2sigma(I)] R1 = 0.0464, wR2 = 0.0818 

R indices (all data) R1 = 0.0542, wR2 = 0.0848 

Extinction coefficient n/a 

Largest diff. peak and hole                  0.371 and -0.395 e.Å-3 


