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m Quelques exemples de publications

m Toutes n’ont pas le meme objectif

m Nouvelle synthese
m Optimisation de réaction

m Review...

B Points communs : comment est construite une
publication ?

E. Beauvineau, ENCPB, 2015



m Anglais

m Titre / Résumé

Scalable, Stereocontrolled Total Syntheses of (£)-Axinellamines
A and B

Shun Su, }'{cn.:lrigl:.r A, ch.:lriguc?.. and Phil S. Baran*

Department of Chemistry, The Scripps Research Institute, 10550 North Torrey Pines Road, La Jolla, California 92037, United States

m Auteurs (équipe qui réalise le travail)

| { _

LabOratOlre ABSTRACT: The development of a simple, efhicient,
2 A scalable, and stereocontrolled synthesis of a common inter-

| Resume per]jnet SC e, and stereocontrolled s esis of a co a g

mediate en route to the axinellamines, massadines, and
palau’amine is reported. This completely new route was

de decnre rapldement utilized to prepare the axinellamines on a gram scale. In a

. ~ . more general sense, three distinct and enabling methodo-
Ccc qUI va etre traite logical advances re made during these studies: (1) an
ethylene glycol-assisted Pauson—Khand cycloaddition reac-
tion, (2) a Zn/In-mediated Barbier-type reaction, and (3) a
TtNH,-assisted chlorination—spirocyclization.
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m Rappel de 'intérét du travail concerné
m Utilité de la réaction étudiée

m Role de la molécule synthétisée

Isolation and Biology

Platensimycin bound to
ecFabF(C163Q)




m Description du schéma de synthese

Scheme 1. Stereocontrolled, Gram-Scale Synthesis of the Axinellamines 1 and 2
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m Description des conditions opératoires /
protocoles (souvent brefs et austeres)

)s, NMO, ethylene glycol, 4 A molecular sieves, DCM, rt, 12 h, 46—5 b) NaBH_;, L‘LL_L 7H,0, MeOH,
0°Ctort, 12 h; (c) PPhy, “Ctort, 12 h; LLT.I' Zn In, 2,2,2 trlﬂuum N-(2-oxoethyl I'aLLtamldL, TH :
steps; (e) NaNs, DMF, 85 °C '
then DMP, TFA:

q
L lh ll m

Figure 3, "H NMR of ABD-tricycle 6 and S-hydroxyketone 3.
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B Souvent, spectres non tournis

(£)-(3R,4aR,7aR)-3-Bromohexahydrocyclopenta[b]pyran-
2(3H)-one (6b). To a solution of lactone 5b (557 mg, 3.97 mmol) in
THF (14 mL) was .lddﬁ.d LiN(TMS ), (1.0 M solution in THF 4 45 mL,
445 mmol) at —78 °C. The mixture was stirred at —78 °C for 1 h
followed by the add1t1u«n of TMSCI (630 uL, 4.96 mmol). The reaction

mixture was allowed to warm to room temperature and stirred for 0.5 h.

The mixture was again cooled to —78 °C followed by the addition of

NBS (1.06 g, 5.96 mmol) in THF (9 mL). The mixture was warmed
to room temperature and stirred for 1 h. The reaction mixture was
quenched with H,O and extracted with Et,O (2x ). The combined
organic layer was dred over anhydrous MgSO,4 and concentrated.

The residue was purified by flash column chromatography (hexane/
EtOAc = §) to give bromolactones 6b (680 mg, 3.10 mmol,

6b’ (46.1 mg, 0.210 mmol, 5%). 6b: colorless oil; '"H NMR (400 MHz,
CDCly) O 5.15 (sextet, 1H, | = 32 Hz), 446 (t, 1H, | = 32 Hz),
2.57—247 (m, 2H), 2.12—192 (m, 3H), 1.85—175 (m, 1H),
1.65—1. "'v‘jr l'"m, lH"II 1. "?D—l 41 l".m, 2H); PC NMR ( ll.]l.] I"nIH.{, chcC L 1)

10:.4 cm HMIH lFABI' m/z Lalu;l iur C HHP *‘BmL (M + H]+
219, DD"’l i'uund 218.9990. ﬁl:l" LL‘IL"TILHH ml '"H NMR |."1'DD I"\-IHI

."_'HCI .-'3 lm, lHII ; 2.37 lm, lHI', ..CI‘-. l‘sl lm, :»HII
1.63—1.45 (m, 2H); “C NMR (100 MHz, CDCl;) & 169.0, 82.9,
43.2, 39.5, 36.6, 33.4, 32.4, 23.1; FT-IR (film) 295 2, 1752, 1658,
1639, 1457, 1439, 1316, 1261, 1171, 1132, 1076, 1045 cm” '; HRMS
(FAB) m/z caled for CgH,, " BrO, [M + H]* 219.0021, found 219.001 1.
. beauvineau,

Partie
— L.
expérimentale

__ Partie analytique




m En fin d’article
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Conclusion

m Pour comprendre une publication

m Connaitre les grands types de réactions chimiques
m Connaitre les modes de représentations des molécules

m Connaitre les différentes analyses possibles
(spectroscopie)

m Comprendre anglais

m Pour le moment : impossible

m...ctdans 2 ans ?
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