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General considerations. NMR spectra were recorded in CDCl3 at 200 MHz for 1H and at 50 MHz for 13C. DEPT was used to assign carbon types. The electron-impact mass spectra were measured at 70 eV.
1,3,5-Triphenylbenzene (4a).
 1H NMR (CDCl3)  7.37–7.55 (m, 9 H), 7.70–7.76 (m, 6 H), 7.82 (s, 3 H); 13C NMR (CDCl3)  125.2 (3  CH), 127.4 (6  CH), 127.5 (3  CH), 128.2 (6 CH), 141.2 (3  C), 142.4 (3  C); MS (EI) m/z 306 (M+, 100), 229 (M+ – C6H5, 6).

1,3,5-Tris(phenylethynyl)benzene (4b).
 1H NMR (CDCl3)  7.34–7.42 (m, 9 H), 7.51–7.58 (m, 6 H), 7.67 (s, 3 H); 13C NMR (CDCl3)  87.8 (3  C), 90.5 (3  C), 122.8 (3  C), 124.0 (3  C), 128.4 (6  CH), 128.6 (3  CH), 131.7 (6  CH), 134.0 (3  CH); MS (EI) m/z 378 (M+, 100); Anal. Calcd for C30H18: C, 95.21; H 4.79. Found: C, 95.37; H, 4.68.

1,3,5-Tris(trimethylsilylethynyl)benzene (4c).
 1H NMR (CDCl3)  0.24 (s, 27 H), 7.50 (s, 3 H); 13C NMR (CDCl3)  –10.9 (9  CH3), 95,6 (3  C), 103.1 (3  C), 123.6 (3  C), 134.9 (3  CH); MS (EI) m/z 366 (M+, 32), 351 (M+ – CH3, 100).
1,3,5-Tris(3-methoxyphenyl)benzene (4d).
 1H NMR (CDCl3)  3.91 (s, 9 H), 6.98 (br d, J = 7.9 Hz, 3 H), 7.28 (br s, 3 H), 7.32 (d, J = 7.6 Hz, 3 H), 7.44 (dd, J = 7.9, 7.6 Hz, 3 H), 7.82 (s, 3 H); 13C NMR (CDCl3)  55.4 (3  CH3), 113.0 (3  CH), 113.1 (3  CH) 119.9 (3  CH), 125.4 (3  CH), 129.9 (3  CH), 142.2 (3  C), 142.6 (3  C), 160.0 (3  C) ); MS (EI) m/z 396 (M+, 100).
2,6-Diphenylpyridine (5a).
 1H NMR (CDCl3)  7.41–7.58 (m, 6 H), 7.69–7.94 (m, 3 H), 8.15–8.21 (m, 4 H); 13C NMR (CDCl3)  118.6 (2 CH), 127.0 (4 CH), 128.7 (4 CH), 129.0 (2 CH), 137.5 (CH), 139.5 (2 C), 156.8 (2 C); MS (EI) m/z 231 (M+, 86), 230 (M+ – 1, 100), 154 (M+ – C6H5, 11).

2,6-Bis(phenylethynyl)pyridine (5b).
 1H NMR (CDCl3)  7.35–7.41 (m, 6 H), 7.48 (d, J = 7.6 Hz, 2 H), 7.59–7.64 (m, 4 H), 7.70 (d, J = 7.6 Hz, 1 H); 13C NMR (CDCl3)  88.3 (2 C), 89.6 (2 C), 122.1 (2 C), 126.2 (2 CH), 128.4 (4 CH), 129.1 (2 CH), 132.1 (4 CH), 136.4 (CH), 143.8 (2 C); MS (EI) m/z 279 (M+, 100), 278 (M+ – 1, 43), 178 (M+ – C8H5, 6).

2,6-Bis(trimethylsilylethynyl)pyridine (5c).
 1H NMR (CDCl3)  0.26 (s, 18 H), 7.38 (d, J = 7.9 Hz, 2 H), 7.59 (t, J = 7.9 Hz, 1 H); 13C NMR (CDCl3)  –0.4 (6 CH3), 95.3 (2 C), 103.1 (2 C), 126.6 (2 CH), 136.2 (CH), 143.3 (2 C); MS (EI) m/z 271 (M+, 38), 256 (M+ – CH3, 100), 226 (M+ – C2H6, 5).
2,6-Divinylpyridine (5e).
 1H NMR (CDCl3)  5.49 (dd, J = 10.7, 1.5 Hz, 2 H), 6.26 (dd, J = 17.6, 1.5 Hz, 2 H), 6.84 (dd, J = 17.6, 10.7 Hz, 2 H), 7.22 (d, J = 7.8 Hz, 2 H), 7.60 (t, J = 7.8 Hz, 1 H); 13C NMR (CDCl3)  118.2 (2 CH2), 119.9 (2 CH), 136.8 (CH), 137.0 (2 CH), 155.3 (2 C); MS (FAB) m/z 132 (M+ + 1, 100)

2,5-Diphenylthiophene (6a).
 1H NMR (CDCl3)  7.26–7.45 (m, 6 H), 7.31 (s, 2 H), 7.62–7.68 (m, 4 H); 13C NMR (CDCl3)  124.0 (2 CH), 125.6 (4 CH), 127.5 (2 CH), 128.9 (4 CH), 134.3 (2 C), 143.6 (2 C); MS (EI) m/z 236 (M+, 100).

2,5-Bis(phenylethynyl)thiophene (6b).9 1H NMR (CDCl3)  7.17 (s, 2 H), 7.33–7.40 (m, 6 H), 7.50–7.57 (m, 4 H); 13C NMR (CDCl3)  82.2 (2 C), 94.0 (2 C), 122.6 (2 C), 124.6 (2 C), 128.4 (4 CH), 128.6 (2 CH), 131.5 (4 CH), 131.8 (2 CH); MS (EI) m/z 284 (M+, 19), 88 (100).

2,5-Bis(trimethylsilylethynyl)thiophene (6c).
 1H NMR (CDCl3)  0.25 (s, 18 H), 7.05 (s, 2 H); 13C NMR (CDCl3)  –0.2 (6 CH3), 96.9 (2 C), 99.9 (2 C), 124.5 (2 C), 132.2 (2 CH); MS (EI) m/z 276 (M+, 47), 261 (M+ – CH3, 100).

1,3,5-Tris(4-methoxyphenyl)benzene (7).
 1H NMR (CDCl3)  3.89 (s, 9 H), 7.03 and 7.64 (2 d, AB system, J = 8.8 Hz, 12 H), 7.68 (s, 3 H); 13C NMR (CDCl3)  55.4 (3 CH3), 114.2 (6 CH), 123.8 (6 CH), 128.3 (3 CH), 133.9 (3 C), 141.8 (3 C), 159.3 (3 C); MS (EI) m/z 396 (M+, 100).

1,3,5-Tris(4-hydroxyphenyl)benzene.
 1H NMR (CD3OD)  4.84 (br s, 3 H), 6.88 and 7.48 (2 d, AB system, J = 8.8 Hz, 12 H), 7.53 (s, 3 H); 13C NMR (CD3OD)  116.7 (6 CH), 124.0 (3 CH), 129.3 (6 CH), 134.1 (3 C), 143.3 (3 C), 158.2 (3 C); MS (EI) m/z 354 (M+, 100), 260 (M+ – C6H5O, 10).

1,3,5-Tris[4-[(trifluoromethanesulfonyl)oxy]phenyl]benzene (8).12 1H NMR (CDCl3)  7.42 and 7.75 (2 d, AB system, J = 8.7 Hz, 12 H), 7.75 (s, 3 H); 13C NMR (CDCl3)  118.8 (q, J = 318.7 Hz, 3 CF3), 121.9 (6 CH), 125.8 (3 CH), 129.1 (6 CH), 140.9 (3 C), 141.0 (3 C), 149.3 (3 C); MS (EI) m/z 750 (M+, 17), 617 (M+ – CF3SO2, 66), 484 (M+ – C2F6S2O4, 55), 351 (M+ – C3F9S3O6, 54), 69 (100).

1,3,5-Tris(p-biphenyl)benzene (9).
 1H NMR (CDCl3)  7.36–7.54 (m, 10 H), 7.67–7.86 (m, 15 H), 7.91 (s, 3 H); 13C NMR (CDCl3)  125.0 (3 CH), 127.1 (6 CH), 127.4 (3 CH), 127.6 (6 CH), 127.7 (6 CH), 128.8 (6 CH), 140.0 (3 C), 140.5 (3 C), 140.6 (3 C), 142.0 (3 C); MS (FAB) m/z 534 (M+, 6), 181 (100).

4-Butyl(trimethylsilylethynyl)benzene (11).
 1H NMR (CDCl3)  0.25 (s, 9 H), 0.83–0.99 (m, 3 H), 1.24–1.46 (m, 2 H), 1.51–1.72 (m, 2 H), 2.56–2.67 (m, 2 H), 7.11 and 7.38 (2 d, AB system, J = 8.3 Hz, 4 H); 13C NMR (CDCl3)  0.0 (3 CH3), 14.1 (CH3), 22.2 (CH2), 33.3 (CH2), 35.5 (CH2), 93.2 (C), 105.4 (C), 120.2 (C), 128.3 (2 CH), 131.8 (2 CH), 143.6 (C); MS (FAB) m/z 230 (M+, 17), 215 (M+ – CH3, 74), 71 (100).

4-(Phenylethynyl)-1,1’-biphenyl (12).2 1H NMR (CDCl3)  7.35–7.71 (m, 14 H); 13C NMR (CDCl3)  89.3 (C), 90.1 (C), 122.2 (C), 123.3 (C), 127.0 (2 CH), 127.5 (CH), 127.6 (CH), 128.26 (2 CH), 128.35 (2 CH), 128.9 (2 CH), 131.6 (2 CH), 132.0 (2 CH), 140.4 (C), 141.0 (C); MS (EI) m/z 254 (M+, 100).
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