NMR Spectra Appendix

CH;0H|| CHD,OD

CD;0OH

HO

iglu#3 (34)

A

f1 (ppm)

'H NMR spectrum (600 MHz) of iglu#3 (34) in methanol-d,.



Lo

10
20
30

- 40

" 50

.—60
70
-—80
-—90
-— 100
-— 110
-— 120
-— 130
-— 140
-— 150
160
-— 170

- 180

iglu#3
H,N ’ ’
oo - -
HO Q )
HO N
OH
iglu#3 (34)
S’I.O ' 7I.5 ' 7I.0 ' 6I.5 ' 6I.0 ' 5I.5 ' 5I.O ' 4I.5 4I.0 3I.5

f2 (ppm)

HSQC spectrum (600 MHZz) of iglu#3 (34) in methanol-d,.

190

f1 (ppm)



y Mmm I |

ol

20

L 40

- 60

- 80

100

120

- 140

- 160

- 180

- 200

220

iglu#3
HoN
o~ O
HO Q
HO N/
OH
iglu#3 (34)
30 75 70 65 60 55 50 45 4.0 3.5

f2 (ppm)

HMBC spectrum (600 MH2z) of iglu#3 (34) in methanol-d,.

f1 (ppm)



CHD,OD

CD;0OH

CH)Cl,

o)
OH
iglu#5 (S1-2)

HO

N

I

O
HO

—T ~ 1 T~ T T T T "~ T "~ T T~ T T T T T "~ T "~ T "~ T " T " T "~ T " 1T T T T
94 92 90 88 86 84 82 80 78 76 74 72 70 68 66 64 62 6.0 58 56 54 52 50 48 46 44 42 40 38 3.6 34 3.2 3.0

f1 (ppm)

'H NMR spectrum (600 MHz) of iglu#5 (SI-2) in methanol-d..

4



o al b

iglu#5
NTN
I Z
O (@]
HO Q
HO N A
OH
iglu#5 (SI1-2)
E K ]
-3 -, i
1 ] # - = ’

3
¢
1

H mu

-3.5

4.0

4.5

5.0

5.5

6.0

6.5

7.0

7.5

-8.0

-8.5

9.0

—r1T 1 71 "~ T 1 71 "~ T T 71 1T 1 1 "~ T T "~ T "~ T T 1T "~ T T ©~ T "~ T " T " T°
9.0 88 86 84 82 80 78 76 74 72 70 68 66 64 6.2 6.0 58 56 54 52 50 48 46 44

f2 (ppm)

dgfCOSY spectrum (600 MHz) of iglu#5 (SI-2) in methanol-da.

5

T T T " T T T T
42 40 3.8 3.6 34

3.2

f1 (ppm)



S R R N W ML

iglu#5

L 10

N™ 20

| L
“ 30

- 40

o~ O

PR
HO Q S _
HO N/ o 60

OH T T

. o 70
iglu#5 (SI-2) T T o
90
-—100
-—110
-—120
-—130

- - - 140

150

T T T T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
f2 (ppm)

HSQC spectrum (600 MHz) of iglu#5 (SI-2) in methanol-d,.

f1 (ppm)



I R T O S @LJJL

iglu#5

N™

OH

;20
;30
40
;50
;60

70

;80

;90

;100
;110
;120
;130
;140
150
160
;170

180

r-ro o1~ 1.~ 15 ~1n 1~ 1~~~ 1o~ 1o~ 1~ T1.-~r~7D.. .~ 1 +~1~. 1~ 1~ 1. ~r1~ ~T1 T 1. 1T T T 1T T 1T T
9.4 9.2 90 88 86 84 82 80 78 76 74 72 7.0 68 66 64 6.2 60 58 56 54 52 50 48 46 44 42 40 3.8 3.6 3.4 3.2
f2 (ppm)

HMBC spectrum (600 MHz) of iglu#5 (SI-2) in methanol-da.

- 190

f1 (ppm)



8L°T
6L°T
6L°T

08'T
08'T
18T
18T

CHD,0D

iglu#7 (SI-3)

CHCl,

I

|

1.5

2.0

2.5

3.5

5.0

5.5

f1 (ppm)

'H NMR spectrum (600 MHz) of iglu#7 (SI-3) in methanol-d,.

8



o

1.5

-2.0

2.5

3.0

-3.5

4.0

-4.5

5.0

5.5

6.0

6.5

7.0

7.5

iglu#7
N
o~ O
HO Q L
HO N / I:i-= ': !ﬁ
OH " - *"- m
iglu#7 (SI-3) = = -
" yr
- =g
75 70 65 55 50 45 40 35 3.0 25 2.0 1.5
f2 (ppm)

dgfCOSY spectrum (600 MHz) of iglu#7 (SI-3) in methanol-da.

9

f1 (ppm)



L )

iglu#7

N

o0~ O

HO Q
HO N

OH

iglu#7 (SI-3) - .

10
L 20
L 30
L 40
5o
.—60
- 70

- 80

90

-—100
-—110
-—120
-130
;140

150

T T T T T T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0
f2 (ppm)

HSQC spectrum (600 MHz) of iglu#7 (SI-3) in methanol-d,.

10

3.5

3.0

2.5

2.0

1.5

1.0

f1 (ppm)



L

20
30
40
50
60
70
80
90
100
110
120
130
140
150
160
170

180

190

iglu#7 -
NS
(0] (0]
HO Q
HO N A
OH
iglu#7 (SI-3)
75 70 65

T T T T T T T
6.0 5.5 5.0 4.5
f2 (ppm)

HMBC spectrum (600 MHZz) of iglu#7 (SI-3) in methanol-d,.

11

4.0

3.5

3.0

2.5

2.0

1.5

1.0

f1 (ppm)



19°€
19°€
[4°X3
€9°¢
€9°€
€9°€

S8°'€

CHD,OD

CH;0H

CD;0OH

CH)Cl,

iglu#9 (SI-4)

T
7.0

7.5

f1 (ppm)

'H NMR spectrum (600 MHz) of iglu#9 (SI-4) in methanol-d,.

12



iglu#9 :
HN_
"
0”0 :
HO Q ;"
HO N/ I
OH 4
iglu#o (SI-4) :
|
L] iﬁ;
E L

3.0

-3.5

4.0

4.5

5.0

5.5

6.0

-6.5

7.0

7.5

T —T— T
7.6 7.4 7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2 5.0 4.8 4.6

f2 (ppm)

dgfCOSY spectrum (600 MHz) of iglu#9 (SI-4) in methanol-da.

13

3.0

f1 (ppm)



e L

.

iglu#9

iglu#9 (Sli-4)

-10
- 20
- 30
- 40
- 50
-60
-70
-80
- 90
.-100
.—110
.—120
.-130
;140

150

-7 9 1 '+ 1+ 1.+ T1 1+~ 1+~ 1~ T r T " T T T T T T
78 76 74 72 70 68 66 64 62 60 58 56 54
f2 (ppm)

HSQC spectrum (600 MHz) of iglu#9 (SI-4) in methanol-d,.

14

3.8 3.6 3.4 3.2

3.0

f1 (ppm)



IR

e

iglu#9
HN_ 2
O (@]
HO Q
HO N Z

20
30
40
50
60
70
80
o0
100
110
120
130
140
150
160
170

- 180

T —T— T
7.6 7.4 7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.4 5.2

f2 (ppm)

HMBC spectrum (600 MHz) of iglu#9 (SI-4) in methanol-d,.

15

- 190

5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0

f1 (ppm)



