After – more details added
Synthesis of 5. L2 (0.73 g, 1.7 mmol) was dissolved in 10 mL toluene and n-BuLi (1.14 mL of a 1.6 M solution in hexanes, 1.8 mmol) was added dropwise over the course of 1 minute, yielding a yellow-red mixture which was stirred for 3h at room temperature.  Toluene was then removed in vacuo and the resulting solid (L2-Li) was washed with pentane (2 x 3 mL) and dried. L2-Li was dissolved in 5 mL toluene and a slurry of HfCl4 (0.61 g, 1.9 mmol) in toluene (5 mL) was added via cannula. The resulting yellow-green mixture was refluxed overnight and then cooled to room temperature. MeMgBr (2.13 mL of a 3.0 M solution in Et2O, 6.4 mmol) was then added dropwise.  Gas evolution was observed and the mixture became yellow-brown.  The reaction was stirred at room temperature for 3h and then solvent was removed in vacuo.  The residue was extracted with 2 x 20 mL toluene and filtered through celite.  After removal of solvent in vacuo, the glassy yellow solid was recrystallized from 1:1 toluene/hexane at -35C. Yellow-orange crystals were obtained, washed with cold hexane, and dried (490 mg, 46%).





