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(M)-2,11-Diamina-1, 1 2-dimethylbenac{clphenanthrene- 5,6-dicarbonitrile, (M}-B.A solution of (M-#1 g, 2.53 mmed] in
ethanol (40 mL) and tetralydrofuran (40 mL) was heated to 90 °C, to which was added concentrated hydrochlonic acid (1.2
mL) and reduced iron (24 g, 43 mmal). After being stirred at 90 =C for 1 b, the reaction mixure was filtiered through Celite
pad, and the pad was washed three times with ettyl acetate. The organic layers were washed with saturated agueous
sodium hydrogen carbanate, brine, and dried over sodium sulfate. The sobents were evaporated under reduced pressure,
and recrystallization from hexane-acetone gave (M)-B{B23 mg, 2.45 mmol, 97%) mp > 300 °C (hexaneacetone); [0 p
336 (*, 100), 304 (M* - ZNHg, 38); HRMS myz caled for
* 104), 318 nen [1.3% 104)
H HMR (400 Mz, (DO
NMR (100 MHz, T
) Caled: €, 78,

1990 (c 0.10, acetone); LRMS { r1. 70 eV)n

1 1}43121:1 ?n11)511302|;251+5um
Found: C 78.13; H, 5.09; H_16.19.
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1.1 R:HCI, R:Fe, 5:H20, S:EtOH, S:THF, 1 h, 90°C
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Notes

Reactants: 1, Reagents: 2, Solvents: 3, Steps: 1, Stages: 1, Most stages
in any one step: 1
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Functionalized [3+3] Cycloalkynes: Substituent Effect on Self-
Aggregation by Monplanar n-n Interactions

By Sugiura, Hiroki et al

From Journal of Organic Chemistry, 70(14), 5698-5708; 2005
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