OH

A O><O CHO proline (10 mol%) ’)
+ + =
o o OMO O/ EtOH / H,0 .

reflux, 40 min (94%)

sperctral data of ?

IR (KBr) : 1788, 1707cm™. 'H NMR (500.1 MHz, CDCls): 3.15 (dd, J = 16.2 Hz, J = 1.7 Hz,
1H),3.21(dd, J=16.2 Hz, J = 7.6 Hz, 1 H), 4.54 (dd, J = 7.6 Hz, J = 1.7 Hz, 1 H), 7.26 -
7.29 (m, 3 H), 7.31(d, J = 6.8 Hz, 1 H), 7.32 (d, J = 6.9 Hz, 1H), 7.36 - 7.39 (m, 2 H), 7.62
(t, J=7.3Hz, 1 H), 7.92 (dd, J = 8.2 Hz, J = 1.6 Hz, 1 H). 13C NMR (125.7 MHz, CDCls):
36.3, 36.4, 106.8, 113.9, 117.3, 123.2, 125.1, 127.1 (2C), 128.5, 129.7 (2C), 133.4, 139.8,
153.6, 157.7, 161.2, 164.7. MS (El): m/z (%) = 292 (8) [M*]

Yavari, I. et al. Synlett 2008, 1153

1) 2,2-dimethoxypropane,

1) 1 eq. BulLi, - 78°C TsOH (97%) 0 oH
O. .OMe 2 TMSCI (95%) : K,CO3, MeOH A(
= 7< - > A - > 0 —
3) BuLi, -78 °C 2) BuLi, -78 °C N\
4) 3) (CHy0),,, -78-0°C .
o) (87% for 2 steps) SiMes
4) Pd(PPh3),4, benzene, uw
Br —
(84%, 6:4 mixture) BugSn—==—"SiMes
5) chromatographic (95%)
separation
1) K,CO3, MeOH mCPBA, 0 °C
> B '
2) Pd(PPhs)4, Cul (63%)

MeCN-Et3N (8:2)

(89% for 2 steps)

3) Ni(OAC)4-4H50, NaBHy, Ho,
EtOH, rt, 1 h, then substrate,
overnight (88%)

X-ray crystal structure of 3,5-dinitrobenzoyl derivative

C. Hulot et al. JACS, 2008, 130, 5046.



