A Convergent Total Synthesis of (+)-Ineleganolide

Gross, Benjamin M.; Han, Seo-Jung; Virgil, Scott C.;Stoltz, Brian M.

1. CH2Bry, n-BuLi, THF,
o) —7810 23 °C, 72% (d.r. 2:1)
H 2. TBAF, THF, 60°C
Me 3. TBSCI, imidazole, DMAP,
CH,Cl,, 56% (2 steps)

10i. Ph3PO, (COClI),,
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0 4. Mgly, THF, 40°C
5. TESCI, imidazole,
Me CH.Cl, 66% (2 steps)
HO=~3 6. NaH, THF, 98%
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11i. DMF, 120 °C
ii. DBU (0.5 equiv.),
5 min, 84%

(+)-ineleganolide

7. PPTS, EtOH, 76% ( \
8i. (COCl),, DMSO, o
CH,Cl,
ii. NEts, 72% (o)
9. HF(aq), THF, 81% Me**"
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15. Ac,0, NEt; DMAP,
CH,Cly, 85%
16. Smly, THF, 1M NaOH,
~7810 23 °C, 45%
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12. TESCI, imidazole,

THF, 60 °C, 83% (15% rsm)
13. Sml,, H,0, THF, 78 °C, 63%
14. DBU, O,, PhH, 70 °C, 67%



Synthesis of starting materials

Di. HG-11 (0.075 mol%)
ii. NaH, TBSCI, THF, 65 °C
E. RuCls-H,0 (1 mol%),
Mg(OAc),-4H50, t-BuOOH,
CH,Cl, H,0
F. Bl’z, NEt3, CH20|2
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G. NaCN, TBAI (17 mol%),
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