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General methods: All reactions were carried out under nitrogen with anhydrous
solvents, unless otherwise stated. CH,Cl, was distilled from CaH, prior to use in
reactions. All the starting materials were kept in vacuo with P,Os prior to use. Chemicals
used were reagent grade as supplied except where noted. N-iodosuccinimide was used
after recrystalization in dioxane/CCly. Column chromatography was performed on silica
gel G60 (60-200 um 60 A), reactions were monitored by TLC on Silicagel 60 Fas4. The
compounds were detected by examination under the UV light and visualized by charring
with 10% sulfuric acid in MeOH or cerium ammonium molybdate in 20% aq. sulfuric
acid. Solvents were removed under reduced pressure at < 30 C. '"H-NMR and HSQC
spectra were recorded in CDCl; at 500 MHz on a Varian Inova spectrometer with
tetramethylsilane as internal standard, unless otherwise stated. High-resolution mass
spectra were obtained by using MALDI-ToF with 2,5-dihydroxybenzoic acid as matrix

and the internal standards ultramark 1621 and PEG.



.t




~ 1
§I—‘

~ U > w N
o o o o .o
cov b b b b b b b b b b b B 0 b

2]
o

[
o O ©
o o o

BR
N B
o o

130

140

dFBzO 8

Yt

i
L
-ye

REE LI




A

OAc_OAc
0
AcO 0

OdfBz

Ph

o

0
NHF
N, N moc

(o) OBn
9 q\/_ﬂ
o)




Ph

fo
oAc oA ©
0 0
AcO © NHFmoc
OdfBz ZmO 2 OBn
@ j—\
0]
(+] =)
o

o000




Ju



(wdd) za

~ H
b o = [
» N o (=] [=2] > N
o o o o o o o
coceborc bt e tocee e teons bt ot beenn e b et S s
- >
Q
4 (@)
o
A >
N (3]
(@) o
] ° g F°>
53] (¢]
4 ©o ©° N O
° = o
’ > ° .-
. - o o
] . sz oI
-~ "Iz
| ol I
i o 3
m ©
- 3
h o
-
i %a
-
‘-
i o ©® e
L -3
/ - 8 .
p— L J
- - e
L]
) ®
. -
-
- -
] -
]




OBn

(0]
_._oo\Wﬂ./\m_u:
0 NHTroc
OBn 1




100
110
120—

130

140

HO

O

AcOQAC

OBn

OBn
o)

SPh
NHTroc
11

T
6

——d

10



OAc

O(CH,),TMS

OH
OAc oom_smoz
>OO? B O O
Ac,N o
OAc 13 OH
A
T T _ T 1 T T H T
7 6

1"



OAc OH
OAc Oonz_mo_._ o
o 0 O(CH,),TMS

OH
OAc 13

006

12



OAc

OAc,OAC
OAc CO,Me
>00:. O
Ac,N (0] o O(CH,),TMS
OAc
OAc 14
W
i
! . m
m * !
m v
] I
] L il Jt )
T S St s A S S
7 6 5 4 3

13



1
oy
[ Ll

OAc
OAc CO,Me

0 o)

OAc 14

OAc,OAc
(0]

OAc

O(CH,),TMS

ofs

14



OAc
OAc CO,M
>OO I, o
AcoN o
OAc 7

OAc,OAc

SN
dac 07 ek,

A

15



Fl

(ppm
10

20
30
40
50
60
70

80

|Ill|lllll|1l]llllll|ll]IIlIIll!lllllillllh’lllLL

90
poom
Hpom
120
puom
140

-

150

Qepti
avhe . ®

™

o>.”u> o A0Re
C e
AcOr,. ? 0 NH
AcN—Lp2 /0 BN
0~ ccl
OAc
OAc 7
T T T M T T T T a T T T T ~ T
9 8 7

F2 (ppm)

16



OAc

OAc CO,Me PASOAC OBn
AcOu,. o Q o o)
Ac,N o/ﬁL\ 0 SPh

OAc
OAc o NHTroc
15 OBn
AcO OAc
T T T _. T T T T * T T T T ﬂ T
7 6 5

17



(wdd) zd

~
[y

- = =
[ N o [+ ] 2] > N
(=] o o (=] o o
sl s bbb oot bern e oo dberod et Lo Lo S L
>
>
o &
z T
o 2
Z]s 2°
3
Q
- A
2] o =
o
o
> >
o Q (2]
© o
)J oJygtog
o o°
(@)
o (o]
s3]
S
z]o 3
=
o
o 9
>
o
-
- Py ®,
]
-

18




OAc
OAc COMe PASOAC OBn
AcOv,. o 0 o fo)
Ac,N o/ﬁy\ o
: OA Qe oa HN
C roc
\Eo? OAcOAc HO o
o)
OAc
AcO >oom1\o T NHEmoo
A

16 dFBzO O?Om:
o

h

}? ,\% I S\%é

7 T T T J;#M T T T * T T ¥ 1 H T

6 5 4 3

19



20

Fl |m OAc OAC oA
( ) OAc CO,Me c OBn
Ugm A MQz 5 . wmmo o o .
] 2 o]
z OAc O>M TrocHN
20- oBnOAsOAc  HO
- o o
3 Ac0OAC o 0 NHFmoc
7 N H
3 16 dFBzO B _~_ _OBn
40— ,ﬂ>uﬁ
.m L
3 ®
6 om o o % 000 O
E 0 o L ® &% %o
: ¢ o© o a. e, a.8
80—
100 o ¢
120 * o S
3 00 ]
E V% Gty
140
160 T T T T T T T
9 8 7 6 5

F2 (ppm)



OAc

OAc CoMe PAS OAc OBn
AcOu.,., o
AcoN (0}

OA orc § AcHN
C Cli
ﬂo? OAcOAc HO
A o)

AcOOAC AcO o NHFmoc
AcHN o s

J\/:\Om:
(0]

1 dFBzO

AN

T

-

=0

—_—

ppm

21



H)

100
110—
120

130

140

AcOy,,
AcN

OAc
OAc CO,Me PASOAC 0Bn
8ol
(o] lo) o
o
OA orc ¢ AcHN
C Cl
ﬂo? oacoAc HOY\
o 0

AcOOAC | o o NHFmoc
1 dFBz0 AchNg

J\/—_\OWB
(o}

22



	SI First Page
	Yusuf Vohra - 03-06-09 - PSGL-NMR



