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E168: Synthesis of Isoadenolin I and (−)-Angiopterlactone B
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1.) H3PO4 (5%), 
toluene, reflux
2.) K2CO3, MeI, 
acetone, 25 °C

3.) m-CPBA, 
DCM, 0 to 25 °C
4.) MeONa, 
MeOH, reflux
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OH 5.) PDC, DCM, 0 to 25 °C
6.) 10 mol% (R)-CBS, 
BH3*THF, THF, 0 °C
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7.) MOMCl, DIPEA, NaI, 
DCM, 0 to 25 °C
8.) n-BuLi, THF, -10 °C
then TMSCl, -30 °C
then 0.5 M HCl, 25 °C

9.) m-CPBA, 
DCM, 25 °C
10.) LDA, 
THF, -78 °C to -20 °C
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1’.) TBSOTf, NEt3, DCM, 0 to 25 °C
2’.) m-CPBA, Et2O/aq. NaHCO3
3’.) HF, NaIO4, MeCN/H2O, 0 to 25 °C
4’.) LiHMDS, Mander’s reagent, THF, -78 °C

5’.) Raney Nickel, THF, 0 °C
6’.) NaBH4, EtOH, 0 °C
7’.) SO2Cl2, Na2CO3, DCM, 0 °C
8’.) IBX, EtOAc, 80 °C

9’.) K2CO3, NaI, acetone, 60 °C
10’.) KHMDS, DIBAL-H, Et2O, -78 to 10 °C
11’.) TrisNHNH2, THF, 0 to 25 °C
12’.) n-BuLi, I2, Et2O, -78 to -40 °C
13’.) IBX, DMSO, 25 °C
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11.) LDA, THF, -78 to -20 °C
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12.) AIBN, SnBu3H, toluene, 85 °C
13.) MeONa, MeOH, 0 to 25 °C
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14.) LiAlH4, THF, 65 °C
15.) TBSCl, imidazole, DCM, 0 to 25 °C
16.) IBX, DMSO/THF, 25 °C
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17.) TBAF, THF, 0 to 25 °C
18.) Pb(OAc)4, 
DCM/benzene, 0 to 25 °C
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19.) LiBH4, THF, 0 to 25 °C
20.) DMP, DCM, 0 to 25 °C
21.) SmI2, THF, 25 °C
22.) MOMCl, DIPEA, 
NaI, DCE, 25 to 40 °C
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23.) t-BuOOH, SeO2, DCM, 25 °C
24.) DMP, NaHCO3, DCM, 0 to 25 °C
25.) DCM/TFA, 25 °C

26.) Ac2O, Et3N, DMAP, 
DCM, 0 to 25 °C
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1.) 1 mol% (S,S)-Noyori catalyst, 
HCO2H/Et3N, 40 °C
2.) NBS, NaHCO3, NaOAc, THF/H2O (3:1)
3.) 2.5 mol% [Ir(cod)Cl]2, 
50 mol% 2,6-dichlorobenzoic acid, CHCl3, rt OHO
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4.) 20 mol% K2CO3, DCE, 70 °C
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(−)-Angiopterlactone B
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