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J. Org. Chem. 2004, 69, 7734

Khim, S.-K.; Schultz, A. G.

3. I2, THF, H2O, rt  (90%)

1. K, NH3, THF, t-BuOH (1 equiv)
     –78 °C, then piperylene*, MeI  (95%)

2. 6 N HCl, MeOH, rt  (95%)
+

(41%)
(40%)

1. BH3·THF, THF, –30 °C

2. succinimide, PPh3, DEAD, THF, rt  (92%)

3. NaBH4, MeOH, –10 °C  (88%)

4. PhSH, TsOH, benzene, 0 °C  (70%)

5. n-Bu3SnH, AIBN, benzene, reflux

6. K3CO3, MeOH, rt
: C8H9O3I

* piperylene = 1,3-pentadiene

Ti(OiPr)4
2i-PrMgCl

   ether
  -40oC

 H2CO

  THF
  ether
0 oC, 3h (70 %)

Uchikawa, W.; Matsuo, C.; Okamoto, S

Tetrahedron lett. 2004, 45, 9037-9040.

TS

N
H

CO2Me

NH3

CHO CH2Cl2  / MgSO4   95%

N COCl

Troc

Cl–

HN
O

N
N

O

O
H

H
11.13

1 )

2 )

3 )

NCS,  AcOH / HCO2H,   r.t.  20 min,   then  basic   70%

4 )   TFA

5 )  Zn,  MeOH,   reflux      37 % ( 3 steps )

F.Y. Miyake, K. Yakushijin, and  D.A.  Horne
Angew. Chem. Int. Ed.  2004,  43 ,  5357.

+

Troc  =  2,2,2–trichloroethoxycarbonyl


