
(-) - Batzelladine A M. A. Arnold, K. A. Day, S. G. Durón, D. Y. Gin JACS 2006, 128, 13255 - 13260

Me

CO2Bn (MeHN)2CNMe2N3 
(CHCl3)

84%, E/Z = 2:1

1) PPh3 (CH2Cl2)
    75% (E), 58% (Z)
    then

    PMB-N=C=O, (PhMe)
    85°C
    73% (E), 67% (Z)

N
OTBDPS

(ClCH2)2, 23°C
86% (E), 88% (Z)

1)

2) TBAF (THF)
    99%

1) [Ir(cod)pyr(PCy3)]PF6
    H2 (400 psi), (CH2Cl2)
    80%
2) IBX (DMSO/MeCN)
    98%

no deprotection!

1) 10% Pd(OH)2/C, AcOH
     H2 (1 atm), (MeOH)
     99%

2) Me(CH2)7-CH=PPh3
    (THF), 50°C
   72%A

OH

1) BnCl, NaH, TBAI
    (THF), 70°C
    80%

2) nBuLi, Cl-CO2Me
    (THF), -78°C
    85%

    (MeNH)2CNMe2N3
    (CHCl3)

78% E/Z = 2:1

PPh3 (CH2Cl2)
then PMB-N=C=O
(PhMe), 80°C

63%
N

OTBDPS
(ClCH2)2, 23°C
89%

1) NaH, Boc2O, DMAP
    (THF); 86%

2) TBAF, AcOH (THF)
     91%

1) I2, PPh3, imidazole
    (PhMe); 97%

2) t-BuLi, (THF), -78°C
    93%

single deprotection!
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OTBDPS
5

1)

Grubbs 2, (CH2Cl2)
45°C; 73%

2) 10% Pd(OH)2, AcOH
    H2 (1 atm) (MeOH/CH2Cl2)
    90%

1) DIAD, PPh3, (PhMe)
    93%

2) NaH, Boc2O, DMAP
    (THF); 85%

1) EtSLi, HMPA
2) BOP-Cl, NEt3, (CH2Cl2)

55% (over 2 steps)

H
NBocN

NHBoc
OH

1) TBAF, (THF)
    92%

2) MsCl, NEt3, (CH2Cl2)
    0°C; 91%

B

Cs2CO3, (DMF)
50°C; 68%

A + B
1) I2, Cs2CO3, (DME); 72%
2) 10% Pd/C, NEt3, H2 (1 atm)
    (EtOAc); 71%
3) TFA, 0°C; 75°
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3 CF3CO2

(-)-Batzelladine A

3 steps!


