QAC

i<
Ej OAc

Me 1.2 equiv. xylene
N _— A - N Me
NH CICH,CH,CI 140 °C N

0°Ctort 10h, 85% H

10h, 72%

"H NMR: 7.40 - 7.35 (4H), 7.23 (d, J = 7.5 Hz, 1H), 2.65 (s, 3H)

13C NMR: 159.9, 134.5, 129.1, 128.8, 125.6, 119.5, 28.3, 11.5

MS: C1oHgN2 (156)

Li, X.; Du, Y.; Liang, Z.; Li, X.; Pan, Y.; Zhao, K. Org. Lett. 2009, 11, 2643
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1) LDA, then H/”\O/\CF3
Et,0, -78 °C, 3 h (55%)

2) LiAlH4, Et20, reflux, 12 h
(50%)

3) MsClI, EtsN, CH,Cl,, 0 °C
0.5 h; then LiCl, acetone
rt, 12 h (79%)

TPAP: PryN"RuO4”

1) Mg, Cul (10 mol%)

0]
cl |>\/CI (0.8 eq)

THF, -78t0 0 °C, 3 h (49%) wOH

-

2) BuLi (3.5 eq), TMP (2 eq)
0 °C, then substrate,
(substrate was added via a cannula)
t-BuOMe, 0 ° to rt (71%)

3) TPAP, NMO, 4AMS, CH,ClI,
rt, 1.5 h (95%)

4) MelLi, CeCl3, THF, -78°C, 1 h
(85%)

D. M. Hodgson et al. Synlett 2009, 1730.




