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General experimental methods 

Unless otherwise indicated, all starting materials were obtained from commercial suppliers 

(Aldrich, Fisher, Merck) and were used without further purification. 1-Iodo-2-

methoxynaphthalene, 1 2-(3’-chloropropoxy)-benzaldehyde (10a),2 2-(4’-bromobutoxy)-

benzaldehyde (10b),3 and 2-(5’-bromopentoxy)-benzaldehyde (10c)4 were prepared according 

to literature procedures. Abs. THF was distilled from potassium/benzophenone. Analytical 

thin-layer chromatography (TLC) was performed on Polygram SIL G/ UV 254 pre-coated 

plastic TLC plates with 0.25mm silica gel from Macherey-Nagel + Co. Visualization was 

performed with a 254 nm ultraviolet lamp. Silica gel column chromatography was carried out 

with 0.040–0.063 mm Flash silica gel. All melting point values are reported as the midpoint 

of the thermal transition. The 1H and 13C NMR spectra were recorded in CDCl3 or dmso-d6. 

Chemical shifts are expressed in parts per million (ppm) using residual solvent protons as 

internal standards: chloroform (δ: 7.26 for 1H and 77.0 for 13C), dimethylsulfoxide (2,50 for 

1H and 39.43 for 13C). Coupling constants (J) are reported in Hertz (Hz). Splitting patterns are 

designated as s (singlet), d (doublet), t (triplet), q (quartet), m (multiplet), br s (broad singlet). 

Optical rotations were measured at 20 °C. Gas chromatographic measurements were 

performed using a 30 m x 0.25 mm column with 0.25 µm RH-5 MS+ coating and H2 carrier 

gas. Single Crystal X–ray:  X–ray quality crystal of 6o was fixed onto the tip of glass fiber 

with epoxy glue. Data were collected at 293(1) K using Mo Kα radiation λ = 0.71073 Å,  ω–

2θ motion. The structure was solved using direct methods5 and refined on F2 using SHELX–

                                                 
1 Iskra, J.; Stavber, S.; Zupan, M. Synthesis 2004, 11, 1869-1873. 
2 Osuka, A.; Kobayashi, F.; Maruyama, K. Bull. Chem. Soc. Jpn. 1991, 64, 1213-1225. 
3 Sanders, G. M.; van Dijk, M.; van Veldhuizen, A.; van der Plas, H. C.; Hofstra, U.; 
Schaafsma, T. J. J. Org. Chem. 1988, 53, 5272-5281. 
4 Perchonock, C. D.; Uzinskas, I.; McCarthy, M. E.; Erhard, K. F.; Gleason, J. G.; et al. J. 
Med. Chem. 1986, 29, 1442-1452. 
5 A. Altomare, G. Cascarano, C. Giacovazzo, A. Guagliardi, J. Appl. Cryst. 1993, 26, 343–
350. 
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97 program,6 publication material was prepared with the WINGX–97 suite.7 Other details of 

X–ray structure determination including the ORTEP plot and crystal packing diagram are 

summarized in the Supplementary Information. Residual electron density peaks were close to 

iodine atom. Hydrogen atoms were placed into geometric position. Empirical absorption 

correction was made8 using the psi scan method. Although two unit cell angle data are close 

to 90o, no additional crystallographic symmetry element can be found in the structure. 

 

ORTEP drawing of 6o at 50% probability level with numbering scheme. 

Selected bond length (Å) and angles (deg): I1-C2 3.251(4); N1-C2 1.314(4); N1-C6 

1.487(17); N3-C2 1.304(4);  N3-C4 1.53(3); C5-C6 1.52(2); O31-C31 1.382(6); C32-C37 

1.430(11); C37-C38 1.298(10); C38-C39 1.297(12); N3-C2-N1 123.8(3); C2-N1-C6 

120.2(6); C6-C5-C4 109.0(2) ; C39-C38-C37 138.5(14); C32-C37-C38 123.2(10).  

                                                 
6 Sheldrick, G. M. (1997)  SHELXS97 and SHELXL97. University of Göttingen, Germany. 
7 Farrugia, L. J.: WINGX-97 system, University of Glasgow, U.K, 1996. 
8 North, A. C. T.; Phillips, D. C.; Mathews, F. S. Acta Cryst. 1968, A24, 351-359. 
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Crystal data and structure refinement for (6o). 
 
 
 

Empirical formula C28H39N2OI (6o) 
Formula weight 546.51 
Temperature (K) 293 
Wavelength (Å) 0.71073 
Crystal system Triclinic 
Space group P-1 (No. 2) 
Unit cell dimensions 
a (Å) 8.7553(10) 
b (Å) 11.861(2) 
c (Å) 14.220(2) 
α(o) 90.41(1) 
ß(o) 90.47(1) 
γ(o) 111.54(1) 
V (Å3) 1373.5(3) 
Z 2 
Dcalc (Mg m–3) 1.321 
Absorption coefficient (mm–1) 1.186 
F (000) 564 
Crystal size (mm3) 0.35 x 0.3 x 0.26 
Crystal color colorless 
Habit block 
Theta range for data collection 2.46 – 25.5 
Index ranges 0 ≤ h ≤ 10 
 –14 ≤ k ≤ 13 
 –17 ≤ l ≤ 17 
Reflections collected 5032 
Independent reflections 5032 [ Rint = 0.00 ] 
Completeness of data 98.3 % 
Absorption correction Empirical (psi scan) 
Max/min transmission 0.5365 /  0.6697 
Decay (%) 5 
Refinement method Full matrix least–squares on F2 
Data/restrains/parameters 5032 / 1 / 317 
Final R indices [all data] R1 = 0.0496, wR2 = 0.1416 
Goodness of fit on F2 1.015 
Largest difference peak and hole 0.898 / – 1.064 (e Å–3) 
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Packing diagram of 6o, view normal to (100). 
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