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[t-BUNSiMe;NCH,CH:NMe;]Zr(CH,Ph), (5). A solution
of CIMgCH.Ph (1.0 M in ether, 6.5 mL, 6.5 mmol) was added
to a solution of 3 (1.2 g, 3.18 mmol) in diethyl ether (10 mL)
at —30 °C. Almost immediately a fine precipitate formed. The
mixture was warmed to room temperature over a period of 15
min and was filtered through Celite. All solvents were
removed in vacuo and the residue was extracted with pentane.
On standing at —30 °C, the extract gave yellow crystals: yield
1.18 g (76%); *H NMR (CsDs) 0 7.11 (t, 4, Hm), 6.98 (d, 4, H,),
6.83 (t, 2, Hp), 3.14 (t, 2, SINCHy), 2.18 (d, 2, ZrCH,), 2.07 (d,
2, ZrCHy), 1.94 (t, 2, CH.NMe,), 1.66 (s, 6, NMey), 1.33 (s, 9,
CMejg), 0.36 (s, 6, SiMey); 1*C NMR (C¢Dg) 0 147.5 (Cipso), 129.5
(Co), 127.3 (Cm), 121.7 (Cy), 65.7 (SINCHy), 59.9 (ZrCH,), 56.6
(CMe3), 46.9 (CH,NMey), 45.5 (NMey), 35.5 (CMey), 4.4 (SiMey).
Anal. Calcd for CasH3gN3sSiZr: C, 58.96; H, 8.04; N, 8.59.
Found: C, 58.66; H, 8.23; N, 8.58.

[t-BUNSiMezNCHQCHzNMez]ZI’(CHchM62)2 (6) A so-
lution of BrMgCH,CHMe; (2.51 M in ether, 3.0 mL, 7.55 mmol)
was added to a solution of 3 (1.39 g, 3.67 mmol) in diethyl
ether (15 mL) at —30 °C. The mixture was warmed to room
temperature and was held at room temperature for 15 min.
Dioxane (663 mg, 7.55 mmol) was then added. After 20 min
all solvents were removed in vacuo and the residue was
extracted with pentane. The extract was reduced in volume
to ~2 mL and allowed to stand at —30 °C to give yellow
crystals: yield 1.2 g (78%); *H NMR (Ce¢Dg) 6 3.35 (t, 2,
SiNCHy), 2.29 (t, 2, CH,NMey), 2.24 (m, 2, CH,CHMe,), 2.03
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(s, 6, NMey), 1.55 (s, 9, CMe3), 1.18 (d, 6, CH,CHMe,), 1.15 (d,
6, CH,CHMe,), 0.78 (d, 2, ZrCHy), 0.54 (d, 2, ZrCHy), 0.43 (s,
6, SiMey); 13C NMR (CsDg) 6 72.1 (ZrCH,), 65.9 (SiNCHy), 55.9
(CMe3), 46.8 (CH:NMe,), 46.5 (NMe,), 35.9 (CMes), 30.5
(CH.CHMe,), 29.9 (CH,CHMey,), 29.7 (CH,CHMe,), 4.4 (SiMey).
Anal. Calcd for CigHasNsSiZr: C, 51.37; H, 10.30; N, 9.98.
Found: C, 51.45; H, 10.53; N, 9.94.

When dioxane was omitted from the synthetic procedure, a
few crystals were obtained that proved to be insoluble in
pentane at room temperature in the extraction step. These
were shown to be {[t-BuNSiMe;NCH,CH;NMe;]Zr(CH,CHMe,),-
MgCly}2 (7) in an X-ray study. Compound 7 was not charac-
terized further.
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