;

5 =

1. PPhg, Bry, DMF (79%)

2. nBuLi, PhgPCH3Br (71%) X
3. 9-BBN; NaOH, Hy0, (83%)  CgH150Br

9-BBN = 9-borabicyclo[3.3.1]nonane
dppf = 1,1'-bis(diphenylphosphino)ferrocene

A= @B\/\/ NHBoc

1. A, PdCly(dppf), KoPO, aq. (85%)
2. TsCl, EtsN, DMAP (80%)
3. NaH (88%) o

4. O3, Me;,S (quant.) N
5. TFA, MeyS
6. NaHCO3 aq. (50-55% for 2 steps)

D. Tanner et al. Chem. Commun. 2009, 1888

+

g

o)

1) Tetronic acid, PPh3, DEAD

OH THF. 90%

oTBS 2) hv (A= 254 nm), Et,0
59%

3) TBAF, THF, 75%

A 4) I, PhsP, imidazole, CH,Cly 85%

> A
C15H2604Si

B

5) (TMS)3SiH, Et3B, O, Toluene

0°C, 1.5 h, 96%

CgoH1203

J. P. Hehn, T. Bach, et al.

Synlett 2009, 8,
1281

) 'H
NMR (250 MHz, CDCL): 8 = 2.32-2.54 (m, 3 H). 2.66-2.77
(m. 2 H),3.33(ddd, 1 H.J= 11.9. 11.8 3.6 Hz), 4.15 (ddd. |
H.J=121,57,23Hz2), 426 (dd, 1 H, /= 10.1. 1.8 Hz).
4.36 (ddd. 1 H,J=6.4,6.1, | 9 Hz), 4.44 (dd, | H.J = 10.1.
5.9 Hz), 4.89 (brs. | H), 4.97 (brs, | H). “C MMR (62.9
MHz. CDCLy): 8 = 33.7 (1), 40.5 (1), 44.7 (d). 72.2 (0,727
(0, 80.1 (d), [14.5 (1), 144.4 (5). 177.2 (s). HRMS (EI):
m/z [M*] caled for CyH,,04: 168.0786; found: 168.0786.




