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Synthesis Challenge #84
AG Wegner
19.3.2020

1) DIBAL, CH.Cl,, —78°C, 1 h

3 PhP
:2) |, THF/toluene (2:1), 75°C, 16 h ° \\)J\SEt
:3) Et3SiH, Pd/C, acetone, 0°C to rt :

—~

CgBhr)g, I, pyridine, CH,Cl,, 0°C

y-BOTf, NEt;, THF, —=78°C, then B
M HClyg, THF, rt, 2 h :

O~

: 7) TBSOTI, 2,6-lutidine, CH,Cl,, 0°C
:tort, 3 h

: 8) 1-hexadecene, 9-BBN, Pd(PCys;),
: (10 mol%), KsPO4Ho0O, THF, rt, 16 h
: 9) pyridine-HF, THF, 0°C tort, 4 h
:10) DMP, CHxCly, rt 1h

11) NaH, 1,3-diaminopropane, 70°C

1 2) TBDPSC' CH,Cl,, 0°C to rt :
13) n- BuL| paraformaldehyde THF
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:diiodomethane, Ill, CH,Cl,, —15°C to 1 \'?
:16) PivCI DMAP, pyridine, CHCl,, Bu
:0°C to :

:17) TBAF THF, 08C tort, 16 h
18) CBr4, PPhg, CH2C|2, OOC tort

 19) MeLi-LiBr, Et,0, —78°C

0) LiAIH4, THF, 0°C
1) CBr4, PPhs, CH,Cl,, 0°C to rt
2) 9-BBN, 1-hexadecene, K3POy,

)
2
 cat. Pd(PCys)p, THF

3) 2M HCl,q, THF, 95°C

24) NaH, tosyllmldazole THF, rt AN NN
5) IV, CuCl (5 mol%), THF, ~10°c ~ CMd

6) Mel, NaH, THF, rt \Y;

27) 9- BBN, 1-hexadecene, F, KzPOy, :

(PCY3) (7 mol%) THF

28) LiAlH,, THF, 0°C, 15 min :
29) phenyl-1H- tetrazole-5- thiol, PPh3, :
DIAD, THF, 0°C to rt :
30) H202 ( Oo/o) (NH4)6MO7028 4H20
THF, EtOH, n-BuOH, rt

: 31) LiIHMDS, D, —-35°C

: 32) flavine cat., hydrazine hydrate, :
: THF, EtOH, n-BuOH, rt, 5-7 d : J. Org. Chem. 2008, 73,
: 33) HF-pyridine, CHCl3, 0°C,

34) n-BusNOH,(1.5 M in water), THF ,rt

For step 32), see:
9482 — 9485



