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Introduction of Ineleganolide
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David Sarlah’s Early Synthetic Strategies
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David Sarlah’s Early Synthetic Strategies
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David Sarlah’s Early Synthetic Strategies
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David Sarlah’s Retrosynthetic Analysis
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David Sarlah’s Synthetic Route

Me OTBS . Me, OTBS Me OTBS
., Ni(cod),, P(m-Tol);, Et3B 3 SeO,, TBHP a H O, NaBH,
o =
|>=CH 65%, d.r.> 20:1 OH 89%, d.r.> 20:1
0 2 O H O H
75%. d.r. > 20:1
s10 s11 s12
NaHMDS,
Me, OTBS,, NalO,/SiO, o~
H then Bobbitt's salt CIPh3P OMe
HO > then
OH 86% 3 M HCI in MeOH
H H 76%

s13 s14 s8



David Sarlah’s Synthetic Route
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David Sarlah’s Synthetic Route
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Thomas Maimone’s Synthetic Route
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Thomas Maimone ’s Synthetic Route
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Thomas Maimone ’s Synthetic Route
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Thomas Maimone ’s Retrosynthetic Analysis

OH
o (25equiv)
(o]
8 20 (trans) 21 (cis)

Entry Conditions Yields (%)° 20 21

1¢ Ir{dF(CF1)ppy).(dtbbpy)PFg, Sc(OTf)a, terpy, imidazole 0 0

427 nm, CH,Cl,, 0.05 M, 23°C, 15 h

2¢ ZrCl,, 440 nm, CH,Cl,, 0.1 M, 23 °C, 14 h 0 o

3° 4CzIPN, n-Bu,PO,NMe(n-Bu);, 455 nm, CH;CN, 0.1 M, 23°C,24h O 0

49 Hg (450 W), benzene, 0.02Mor 0.1 M, 40°C, 5 h <10 <10

5¢ 390 nm, benzene, 0.02 M, 45°C, 24 h 0 0

6 350 nm, benzene, 0.02 M, 45 °C, 16 h 25 25

7¢ 350 nm, CH,Cl,, 0.02 M, 0 °C, 15 h <5 <5

8 300 nm, CH,Cl,, 0.02 M, -78°C, 18 h 43 29

9° 254 nm, CH,Cl,, 0.02 M, -78 °C, 24 h <5 <5

10° 300 nm, Et,0 or EtOAc or acetone, 0.02 M, =78 °C, 16-24 h <6 <5

1 300 nm, MeCN, 0.02 M, =20 °C, 9 h (20 h)' 67 (56)" 0

12° 300 nm, MeOH, 0.02 M, -78 °C, 24 h 0 0
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Thomas Maimone ’s Retrosynthetic Analysis
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Proposed fragmentation process for m20.&Proposed decomposition process for m21.
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Mayo Reaction
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