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Synthesis of Thioglycoside Donors
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl:)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl:)
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COSY NMR (400 MHz, CDCls)
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HMBC NMR (400 MHz x 101 MHz, CDCl)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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Compound 4

'H NMR (400 MHz, CDCl:)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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HMBC NMR (400 MHz x 101 MHz, CDCl)
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Compound 7

'H NMR (400 MHz, CDCl;)
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Compound 8

'H NMR (400 MHz, CDCl;)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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Compound 9

'H NMR (400 MHz, CDCl;)
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COSY NMR (400 MHz, CDCls)
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'H NMR (400 MHz, CDCl;)
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COSY NMR (400 MHz, CDCls)
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Galactosamine Acceptor Synthesis

Compound S6

TH NMR (400 MHz, d-DMSO)
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Compound 12

H NMR (400 MHz, D,0O)
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Compound 13
'"H NMR (400 MHz, CDCl)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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Compound 14

'H NMR (400 MHz, CDCl;)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl;)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl:)

Compound 18

L

(
OZH £5'T7\

0.0

SS'E
SS'E
SS'E L
95'E
95'E _
18°€
18°€ '
18°€
£€8'E

0.5

1.0

15

60" 90 Th—

2.0

20'9p—

o
-
1

2.5

/j - Ts._ 69'95—
£8'99
' 1269
[N mm.ma/
0204~
Lw zIse
o™

3.0

10

20

30

40

50

60

70

4.0

L2 [ =0t £000D ¥8'94
LT r X €0ad 91 yi
SE'b — Foot 9g et
9" by _lke £pad spee’
8E" bk R peoc

]
6 b~% —_— memm._

0b' -] 90¢C L

4.5

£4'86—
0S'10T—

|

001

o
5.0
f1 (ppm)

D—— = =860

_ Leot Lran—

I
—— S
6.0

15'921—
ch'8zly
b6zl

69°€E1~"
SbLET~

@
"
6.5

680

7.0

= = =00'€
w1

o
o
i

e
'

7.5

8.0

95291 —

OAllyl
NHTCA

8.5

Ph
Co
0
HO

3C{'H} NMR (101 MHz, CDCl)

1.0

100
f1 (ppm)
S39

110

120

OAllyl
NHTCA
160 150 140 130




18Uy
~15000
~14000
~13000
12000
11000
10000
[~9000

8000

7000

[~6000
5000
4000
3000
2000
~1000
1000

207
8'€S
8'€9
5'99
2 169
0'0L

© vEeL
- 0'sL
zsL
o S'sL
— Q 128
156
86
w0 9001 k
o 0'L0b
Ll
. z9zh
re z9zL
. rzL
v6'0 8.zl
¥80'L g.2h
e 6.2h

| o 0'8cl
< 0'8ZL
=60'L 08zl

. 1821
€e , 1'82)
el s 28z
v80 €8zl

€82l
€821
H/@Ne €821
80'L ¥'821 4
0ezZ Le ¥'8CLy
Loor @ 58211
. 5821
Fait e |
98214
9824
1821+

p
N
N
cow

T
5.0
1 (ppm)

8.0

S40

1 (ppm)

110

120

6.5

160
16217

70

=/TS

BnO
BnO

CS Disaccharide Precursor Synthesis

Compound 19
'"H NMR (400 MHz, CDCl)

Proton K CDCI3 {D:\Users\HSW\Data} HSW 4

HSW-B-455.10.fid

8'6Cl
€'€eL
6'€elL

€LeL
v'LEL
Vv'LEL
8'LEL
8'€5L—

7§98
=pL€ | o
=z |~

8.0

=86') [

o
0Z9L—

-
e
|

3C{'H} NMR (101 MHz, CDCl;)

Carbon.K CDCI3 {C:\Users\HSW/\Data}

HSW-B-455.11fid

130

O Joaiyi
NHITroc

T
140

150

160

170

BzO

190

BnO
BnO

200



HSQC NMR (400 MHz x 101 MHz, CDCl3)

T SV

HSW-B-45512.ser
HSQCDEPTK CDCI3 {C:\Users\HSW\Data} HSW 20

Ph

OAcCI oo

BnO O O i
Bn&&o&mw' .

BzO NHTroc 5
@ @
°
@ &
° elp of . @;@
o
[}
0 °
000
4
oo -0
© @
: : : : : : : : : : : : : : :
85 8.0 75 70 6.5 6.0 55 5.0 45 40 35 30 25 20 15
2 (ppm)

COSY NMR (400 MHz, CDCls)

Y VY

HSW-B-455.11.ser Lo
COSY.K CDCI3 {D:\Users\HSW\Data} HSW 4 P h

OAcCI oo K

BnO O
Bno’%/o&; "

BzO

Fa
@ F5
] B
6
F7
b @@@
0 8 s
Fo
T T T T T T T T T T
9.0 85 80 75 70 65 6.0 55 50 4.0 35 30 25 20 15 1.0 05 0.0

45
2 (ppm)

S41

100

110

F120

130

F140

150

1 (ppm)

1 (ppm)



HMBC NMR (400 MHz x 101 MHz, CDCl)

N S T

HSW-B-455.12.ser
HMBC.K CDCI3 {D:\Users\HSW\Data} HSW 4

J ®o

Ph

Co

O

O, _OAllyl

NHTroc

o
®

o

8

f-a0

50

F70

80

100

=110

F120

F130

F140

150

160

F170

180

F190

T T T T
64 62 60 58 56

2 (ppm)

S42

54

5.2

50

T T T
46 44 42

1 (ppm)



Compound 20

'H NMR (400 MHz, CDCl;)

19000

17000

16000
15000
14000
13000
12000

11000
10000
9000
8000
7000
6000

5000

4000

3000

2000

1000

F-1000

NHTroc

—

BzO

6.5

8yy |
661
80')
06
18°0
S0’}
502 3

70

75

3C{'H} NMR (101 MHz, CDCl;)

8L~

BC

8'.6—
8'0r—

0rG~
9'€9

)

HSW-B-340 col 2.11id

~
~
I
—
—

LOAllyl

¥
7

902 —

Carlgn K CDCI3 {C:{Users\HSW|Data} HSW,

Ph

o

OAcCI
(@)

LevO

BnO

NH{lroc

BzO

T
90

T T T T T T T T T
190 180 170 160 150 140 130 120 110

T
200

10

1 (ppm)

S43



HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl:)
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AN T

HSW-B-306 bs.12.ser o
HSQCDEPTK CDCI3 {C:\Users\GJM\Data} GJM 2

f-80
90

] o4 100
F110
(120

<0 °%@ F130

140

L o b L

150

T T T T T T T T T T T T T T T T
85 80 75 70 65 6.0 55 50 45 40 35 30 25 20 15 10
2 (ppm)

COSY NMR (400 MHz, CDCls)

HSW-B-306 bs.11.sel

" 20
COSYDQF K CDCI3 {C:\Users\GJM\Data} GJM 2

Ph
Lo
O

OAcCI
BnO O 0
BnoéS/@&: LOAllyl g B

BzO NHTCA’

3.5

4.0

{ 55

00

6.0

6.5

= =S

T
85 80 75 70 65 6.0 55 50 45 40 35 30 25
2 (ppm)

S46

1 (ppm)

1 (ppm)



F20
F30
)
50

 s0¢

fm,o./
(wdd) 1} €0 o.A/
= 48T

Lo

HMBC K CDCI3 {C:\Users\GJM\Data} GJM 2 P h
o
OAcCl o

HSW-B-306 bs.14.ser

60

F70

80

90

100
F110
F120
F130
140
150
160
170
180
190

82208
o
Ll

==
B8F
=
oo
<
°
°
-
<

45

'zﬁmm)
HiR bk, e iy

OAllyl
NHTCA

TR
s 58%
3 2323

OAllyl
NHTCA

it

vo'e

B b
©
o
ui

4
=3
]
-

-

en
o
O
!
.’
J

HMBC NMR (400 MHz x 101 MHz, CDCl)

98'L

'H NMR (400 MHz, CDCl;)
OPMB
0

Compound 22

4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0

4.5

S47

5.0
f1 (ppm)

9.0 8.5 8.0 7.5 7.0 6.5 6.0

9.5

1.0



3C{'H} NMR (101 MHz, CDCl)
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'H NMR (400 MHz, CDCl;)
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COSY NMR (400 MHz, CDCls)
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'H NMR (400 MHz, CDCl:)
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COSY NMR (400 MHz, CDCls)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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'H NMR (400 MHz, CDCl;)
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COSY NMR (400 MHz, CDCls)
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HSQC NMR (400 MHz x 101 MHz, CDCl3)
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COSY NMR (400 MHz, CDCls)
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Exemplar synthesis of CS-C
'"H NMR (400 MHz, d®-acetone)
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COSY NMR (400 MHz, d‘-acetone)
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'H NMR (400 MHz, d*-MeOD)
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COSY NMR (400 MHz, d*-MeOD)
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COSY NMR (400 MHz, D:))JJ k
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