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Spectral Charts

"H NMR (900 MHz, CD30D) spectrum of 1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (11)
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BC{'H} NMR (226 MHz, CD30D) spectrum of 1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (11)
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COSY NMR (900 MHz, CD30D) spectrum 1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (11)
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HSQC NMR (900 MHz, CD30D) spectrum of 1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (11)
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"H NMR (900 MHz, CD30OD) spectrum of N-methyl-1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (12)
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1BC{'H} NMR (226 MHz, CD30D) spectrum of N-methyl-1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (12)

: QoM —AOL OO N AN - Q
o NTAT00NATTITMNMNANOODOON LN AN o <
— ADOOOONNNNNNMNOOOOOULO < —
| e
OH
HOLRT o
o) OH
OH o O~
/
HO O
HO 12
HO_ 22/ NMe,
HO
|
| ‘ ! I
l J J
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)

S8




I

COSY NMR (900 MHz, CD30D) spectrum of N-methyl-1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (12)
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HSQC NMR (900 MHz, CD30D) spectrum of N-methyl-1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (12)
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HMBC NMR (900 MHz, CDs0OD) spectrum of N-methyl-1,3-bis(deamino)-1,3-diazido-dihydrostreptomycin (12)
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"H NMR (500 MHz, CDCl;) spectrum of 1,3-bis(deamino)-1,3-diazido-2,5,6-tri-O-benzyl-4-O-(3’,6’-di-O-benzyl-2’-O-(2”-N-benzyl-

3”,4”,6”-tri-O-benzyl-dihydrostreptomycin (13)
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13C{'H} NMR (126 MHz, CDCls) spectrum of 1,3-bis(deamino)-1,3-diazido-2,5,6-tri-O-benzyl-4-O-(3',6’-di-O-benzyl-2’-O-(2"-N-

benzyl-3”,4”,6”-tri-O-benzyl-dihydrostreptomycin (13)
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COSY NMR (500 MHz, CDCIs) spectrum of 1,3-bis(deamino)-1,3-diazido-2,5,6-tri-O-benzyl-4-O-(3’,6’-di-O-benzyl-2’-O-(2”-N-benzyl-

3”,4”,6”-tri-O-benzyl-dihydrostreptomycin (13)
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HSQC NMR (500 MHz, CDCl3) spectrum of 1,3-bis(deamino)-1,3-diazido-2,5,6-tri-O-benzyl-4-O-(3’,6’-di-O-benzyl-2’-O-(2”-N-benzyl-
3”,4”,6”-tri-O-benzyl-dihydrostreptomycin (13)
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"H NMR (900 MHz, CDCl;) spectrum of 1,3-bis(deamino)-1,3-diazido-4-O-acetyl-2,5,6-tri-O-benzylstreptamine (14)
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BC{'H} NMR (226 MHz, CDCls) spectrum of 4-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5,6-tri-O-benzylstreptamine (14)

O tTOMNALTTATBLMOAN
N NMmowvwuonnnmMm—Aa N OAP AN T M o
o) NN O 00000000 awo NN R B I N
O mmmMmaAaaNaNaANANaANdANdNdNN — OO P O —=HNL o
— o o o o o WVONTPTNNNOO o
~ Nmm————— =\ ="
N3
A0 o8
BnO N3
BnO
14

| I

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

S17



COSY NMR (900 MHz, CDCIs) spectrum of 4-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5,6-tri-O-benzylstreptamine (14)
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HSQC NMR (900 MHz, CDCls) spectrum of 4-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5,6-tri-O-benzylstreptamine (14)
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"H NMR (500 MHz, CDCls3) spectrum of Methyl 3’,6’-di-O-benzyl-2-O-(2”-N-benzyl-3”,4”,6”-tri-O-benzyl)--streptobiosaminide (15)
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BC{'H} NMR (126 MHz, CDClIs) spectrum of Methyl 3’,6’-di-O-benzyl-2-O-(2”-N-benzyl-3”,4”,6”-tri-O-benzyl)-B-streptobiosaminide
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COSY NMR (500 MHz, CDCIs) spectrum of Methyl 3’,6’-di-O-benzyl-2-O-(2”-N-benzyl-3”,4”,6”-tri-O-benzyl)-S-streptobiosaminide
(15)
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HSQC NMR (500 MHz, CDCIs) spectrum of Methyl 3’,6’-di-O-benzyl-2-O-(2”-N-benzyl-3”,4”,6”-tri-O-benzyl)--streptobiosaminide

(15)
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"H NMR (900 MHz, CDCls) spectrum of 1,3-Di(deamino)-1,3-diazido-2,5,6-tri-O-benzyl streptamine (16)
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1BC{"H} NMR (226 MHz, CDCls) spectrum of 1,3-Di(deamino)-1,3-diazido-2,5,6-tri-O-benzyl streptamine (16)
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COSY NMR (900 MHz, CDCI3) spectrum of 1,3-Di(deamino)-1,3-diazido-2,5,6-tri-O-benzyl streptamine (16)
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HSQC NMR (900 MHz, CDCls) spectrum of 1,3-Di(deamino)-1,3-diazido-2,5,6-tri-O-benzyl streptamine (16)
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"H NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (17)
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3C{'H} NMR Spectra (126 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (17)
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"H-"H COSY NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (17)

! A

HO OBn
Hmm

BnO

17 @
]

é ¥

0 @

g=
p %
82 e

2.5

3.0
-3.5
40
4.5
5.0
;5.5
-6.0
;6.5
-7.0
7.5

-8.0

8.0

7.5

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

S30

4.0

3.5 3.0

2.5

f1 (ppm)



HSQC NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (17)
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"H NMR Spectra (500 MHz, Benzene-ds) of 4,5-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (18)
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3C{'H} NMR Spectra (126 MHz, Benzene-ds) of 4,5-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (18)
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"H-"H COSY NMR Spectra (500 MHz, Benzene-ds) of 4,5-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (18)
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HSQC NMR Spectra (500 MHz, Benzene-ds) of 4,5-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,6-di-O-benzylstreptamine (18)

NK-570-192-OAc

- 30
- 40
4 AcO OBn - 50
Acomm ¢ I
BnO - 60

18 é

© ~70

90
- 100
110

120

— pee 130

- 140

: . : : : : :
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5
f2 (ppm)

S35

f1 (ppm)



"H NMR Spectra (500 MHz, CDCIs) of 1,3-Di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (19)
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13C{'H} NMR Spectra (126 MHz, CDCIs) of 1,3-Di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (19)
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'H-"H COSY NMR Spectra (500 MHz, CDCI3) of 1,3-Di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (19)
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HSQC NMR Spectra (500 MHz, CDCls) of 1,3-Di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (19)
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"H NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (20)

PT°L AN

S6'T —

89¢C
0LC
e
[4: 4

¥8¢

98'C £
88'¢C .\.
[4{ou4
¥6'C

96'¢C

S9'p ~
oLy~

0T,
0T
L
[AVE
[AVA
€17 1
€12
€172
bT'LA

OBn

HO

BnO

OH

20

8T°L

61°L
0T'L
1L
L]
ez
ST/ A
9T'L -
WL
2L
bl

JA—A

et

L0'T
FIT'E
Bgoe

£L0°¢C
WMmo.N

+90°C
0y
(x4
Aoz

0.C

0.5

4.0 3.5 3.0 2.5 2.0 1.5 1.0

4.5

5.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5
f1 (ppm)

10.0

540



3C{'H} NMR Spectra (126 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (20)
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'H-"H COSY NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (20)
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HSQC NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (20)
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"H NMR Spectra (500 MHz, Benzene-ds) of 2,4-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (21)
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3C{'H} NMR Spectra (126 MHz, Benzene-ds) of 2,4-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (21)
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"H-"H COSY NMR Spectra (500 MHz, Benzene-ds) of 2,4-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (21)
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HSQC NMR Spectra (500 MHz, Benzene-ds) of 2,4-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-5,6-di-O-benzylstreptamine (21)
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"H NMR Spectra (500 MHz, Benzene-ds) of 4,6-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (22)
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3C{'H} NMR Spectra (500 MHz, Benzene-ds) of 4,6-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (22)
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"H-"H COSY NMR Spectra (126 MHz, Benzene-ds) of 4,6-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (22)
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HSQC NMR Spectra (500 MHz, Benzene-ds) of 4,6-Di-O-acetyl-1,3-di(deamino)-1,3-diazido-2,5-di-O-benzylstreptamine (22)
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"H NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1-azido-3-N-tert-butylcarboxy-2,5,6-tri-O-benzyl-3,4-oxazolidino-

streptamine (23)
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13C{'H} NMR Spectra (126 MHz, Benzene-ds) of 1,3-Di(deamino)-1-azido-3-N-tert-butylcarboxy-2,5,6-tri-O-benzyl-3,4-oxazolidino-
streptamine (23)

O O NS AOAOANOLLWOWWONO®
o © T ANOOVWVOMANA—A OOD o MNstTaomMm<tLn ™M ™M
o @ 05 06 o 0305 o8 05 06 @ 0O N SOB@NMOHOa ® @
n uwn MM M ANANINANANANAN N T aNOOCDODOVOINT MO O ~N
- ™ o o ol o o i OO NNNNNMNO © o
\ o/ N N——— S = |
Q B
.Boc
S—N
S
BnO N3
BnO
23
by
11
ll J Wl A .J ‘..Ll]
7 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

S53



"H-"H COSY NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1-azido-3-N-tert-butylcarboxy-2,5,6-tri-O-benzyl-3,4-
oxazolidino-streptamine (23)
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HSQC NMR Spectra (500 MHz, Benzene-ds) of 1,3-Di(deamino)-1-azido-3-N-tert-butylcarboxy-2,5,6-tri-O-benzyl-3,4-oxazolidino-

streptamine (23)
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