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Compound 2.  A mixture containing 4-Ethynyl-2,6-dimethylaniline (0.5 g, 3.44 mmol), compound 1 (1.27 g, 3.34 mmol), bis(triphenylphosphine)palladium (II) chloride (48 mg, 0.07 mmol), copper (I) iodide (24 mg, 0.13 mmol), DMF (25 mL), and triethylamine (2 mL) was stirred at room temperature for 20 hours.  Methylene chloride (200 mL) was then added to the reaction mixture, and the resulting solution was washed with water (3 ( 200 mL).  The organic layer was collected, and the solvent was removed.  The resulting crude product was purified by chromatography using hexanes/ethyl acetate/triethylamine (3/1/0.3 v/v/v) as the eluent to yield compound 2 as  off-white solids ( 1.1 g, 85%).  Mp 208-211 ºC.  1H NMR (CDCl3, 400 MHz) δ 2.16 (s, 6 H, -CH3), 3.79 (s, 2 H, -NH2), 7.17 (s, 2 H, Ar-H), 7.29-7.32 (m, 2 H, Ar-H), 7.83 (t, J = 7.60 Hz, 2 H, Ar-H), 8.49 (s, 2 H, Ar-H), 8.58 (d, J = 8.00 Hz, 2 H, Ar-H), 8.68-8.69 (m, 2 H, Ar-H).  13C NMR (CDCl3, 100 MHz) δ 17.62, 85.88, 95.94, 111.17, 121.41, 121.64, 122.78, 124.05, 132.44, 134.58, 137.03, 144.36, 149.38, 155.58, 156.20.

Compound 3.  Compound 2 (0.2 g, 0.53 mmol), dicyclohexylcarbodiimide (0.22 g, 1.07 mmol), and hexamolybdate (4.5 g, 3.3 mmol) were combined and refluxed in acetonitrile (10 mL) for 14 hours.  After cooling to room temperature, the by-product (N, N'-dicyclohexylurea) was removed by filtration.  The filtrate was evaporated, and the residue was re-dissolved in acetone (10 mL). The insoluble solids were collected by filtration as the crude product, which was purified by recrystallization from acetonitrile to afford compound 3 as an orange-red powder (0.5 g, 54%).  1H NMR (CD3CN, 400 MHz) δ 0.96 (t, J = 7.2 Hz, 24 H, -CH3), 1.31-1.41 (m, 16 H, -CH2-), 1.56-1.65 (m, 16 H, -CH2-), 2.58 (s, 6 H, -CH3), 3.07-3.12 (m, 16 H, N-CH2-), 7.33 (s, 2 H, Ar-H), 7.44-7.47 (m, 2 H, Ar-H), 7.96-8.00 (m, 2 H, Ar-H), 8.50 (s, 2 H, Ar-H), 8.65-8.68 (m, 2 H, Ar-H), 8.71-8.73 (m, 2 H, Ar-H).  13C NMR (CD3CN, 100 MHz) δ 13.12, 17.71, 19.66, 23.68, 58.68, 58.71, 58.73, 89.38, 93.42, 121.28, 122.56, 124.75, 130.88, 133.15, 137.56, 138.54, 149.72, 155.48, 156.18.  Anal. Calcd. for C57H90Mo6N6O18: C, 39.73; H, 5.26; N, 4.88; Mo, 33.41.  Found: C, 39.76; H, 5.12; N, 4.90; Mo, 31.87.  LRMS (ESI in CH3CN) calcd. for C57H90N6O18Mo6: 1722.07.  Found: 1963.94 (M + NBu4+)+, 1480.31 (M - NBu4+)-. 
