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NMR spectra of synthesized compounds
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p-Methylphenyl 3-azido-3-deoxy-1-thio-pB-D-galactopyranoside 3
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p-Methylphenyl

galactopyranoside 4

3-deoxy-3-[4-(cyclopentyl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-
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p-Methylphenyl 3-deoxy-3-[4-(furan-3-yl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-galactopyranoside
5
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p-Methylphenyl 3-deoxy-3-[4-(thien-2-yl)-1H-1,2,3-triazol-1-yl]-1-thio-f-D-galactopyranoside
6
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p-Methylphenyl 3-deoxy-3-[4-(thien-3-yl)-1H-1,2,3-triazol-1-yl]-1-thio-f-D-galactopyranoside

7
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p-Methylphenyl 3-deoxy-3-[4-(1H-imidazol-2-yl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-

galactopyranoside 8
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p-Methylphenyl

galactopyranoside 9

3-deoxy-3-[4-(1H-imidazol-4-yl)-1H-1,2,3-triazol-1-yl]-1-thio-p-D-
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Methyl glycolate-2,4,6-tri-O-acetyl-3-azido-3

-deoxy-1-thio-f-D

galactopyranoside 11
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1,3-Dideoxy-3-[4-(thien-3-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-B-D-

galactopyranoside 12
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1,3-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-p-D-

galactopyranoside 13
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1,3-Dideoxy-3-[4-(thiazol-4-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-p-D-

galactopyranoside 14
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1,3-Dideoxy-3-[4-(thiazol-5-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-p-D-

galactopyranoside 15
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1-1’-sulfanediyl-bis-{3-deoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-B-D-
galactopyranoside} 19
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PULPROG 2930 | OH
™ 49152 S
SOLVENT DMSO —_— O
NS 8
DS 1 N S
SWH 7211.539 Hz Ny
FIDRES 0.146719 Hz N OH
aQ 3.4079220 sec
RG 71.8 2
DW 69.333 usec
DE 6.50 usec
TE 296.3 K
D1 0.00100000 sec
TDO 1
- |
e s . S S ey . =
10 8 3 2
(=] (|~ o~ o o |o||H| |
— ollo —| |- Nl
NAME  KP0378 HPLC - — S
EXPNO 3 @ oo o~ 0 o« ©omo ©
PROCNO 1 3 éf °L 3R Zan 3
Date_ 20160509 e o gz 3 R 568 8
Time 20.47 i 7
INSTRUM  spect | { | | | N/ |
PROBHD 5 mm PABBO BB- L I
PULPROG zpdc30
™ 48074
SOLVENT DMSO
NS 2048
DS
SWH 24038.461 Hz
FIDRES 0.500030 Hz
AQ 0.9999892 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 2066 K
D1 0.00100000 sec
D11 0.03000000 sec
DO 1
== CHANNEL f1 ==:
SFOI  100.6228293 MHz
NUC1 13C
P1 9.80 usec
ST 32768
SF 100.6128138 MHz
WD EM
SSB 0
LB 1.00 Hz
GB 1)
PC 140
bt e L e ]
Wy
: : - - - - T : ; : : : \ : : \
200 190 180 170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 ppm
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1-1’-sulfanediyl-bis-{3-deoxy-3-[4-(1 H-imidazol-2-yl)-1H-1,2,3-triazol-1-yl]-B-D-

galactopyranoside} 20

o un ootwooONOoOAFOE~ROANOTMN N
o (=} FANMNCCOARIMUNISM-EO>OON™ O
NAME KP®47 HPLC — COONANI——0®O®MMNNM~OWY WY
g;gggo @ i ~ T A R L R R N R T )
[ \ ) I
Date_ ‘20170315 ‘ :\:*\\\:;N ‘/ N'\V/
Time 14.13
INSTRUM spect
PROBED 5 mm PABBO BB—
PULPROG 2930 7/ "N OH
TD 49152 | OH
SOLVENT MeOD
NS 8 HN 0]
DS 1 -
SWH 7211.539 Hz N . S
FIDRES 0.146719 Hz Nx, /
20 3.4079220 sec N OH
RG 181
DW 69.333 usec 24
DE 6.50 usec
TE 294.9 K
D1 0.00100000 sec
TDO 1
Ju _Jk J _J k“‘ JMLA (V.. -
T T T T T T T
9 8 7 6 5 4 3 1 ppm
I \, \
o o o[ e (=} o
o - — -l
NAME  KP0447 HPLC o .
EXPNO A 8 3 © = wom ~
PROCNO 1 gg 3 ] HhHZ 3
Dae_ 20170316 eF 8 5z 28D o
Time 6.13 V] [
INSTRUM  spect \/ \
PROBHD 5 mm PABBO BB— \ I’
PULPROG zgde30
TD 48074
SOLVENT MeOD
NS 2048
DS 4
SWH 24038461 Hz
FIDRES 0.500030 Hz
AQ 09999892 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 2951 K
D1 0.00100000 sec
D11 0.03000000 sec
DO 1
= CHANNEL f1 =
SFOI  100.6228293 MHz
NUC1 13C
P1 9.80 usec
sI 32768
SF 100.6126272 MHz
WDW EM
SSB 0
LB 100 Hz
GB 0
PC 140
J
\ | " |
T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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3’-Azido-3-3’-dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-1,1’-sulfanediyl-di-p-D-

galactopyranoside 21

n O 0 = N HOLOND AT AFONOEMEENFPOAONOAATMEAMTMOINEONOIOON
NAME HEP0388 HPIE M ™ NYFN—ADONOMN—EFFINOD~NF I —A NN OFN AN FITMN AN AN~ OA—A—O O
PROCNO <] ~rd e~ L R T T e e T T T T e T T T s T T B e T T e T B T T T T T T T T T W T T W W
Date_ 20160813 . . = \ / LA se= =
Time 18.Y6 /
INSTRUM spect
PROBED 5 mm PABBO BB-—
PULPROG zg30
™ 49152 /7 N
SOLVENT MeOD (\[ OH OH N OH
NS 8 S 0 3
DS 1 _— HO
SWH 7211.539 Hz e) OH
FIDRES 0.146719 Hz N N S
aQ 3.4079220 sec §N OH
RG 71.8
DW 69.333 usec
DE 6.50 usec
TE 295.5 K
Dl 0.00100000 sec
TDO 1
- U
T T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
o o (==} ™ - |~ n
o ol | ™|~ o (=] (=] o
— - o — —|N -
NAME  KP0388 HPLC & p_— —_
HAPNO 2 & 83 8R 8¢88 EB928%855%
PROCNO 1 g 'S (= 2R3 oRI-9883
DPats 20160813 3 39 {Q G CHOo®mAN
ate_ e g 23 885> R3TIBBI
Time 0.40 Y | Wi C I N
INSTRUM  spect \/ \ | / \/ ﬁ‘/ /
PROBHD 5 mm PABBO BB— \ | Y |
PULPROG zgdc30
™D 48074
SOLVENT MeOD
NS 2048
S
SWH 24038 461 Hz
FIDRES 0.500030 Hz
AQ 09999892 sec
RG 2050
DW 20.800 usec
SFOI  100.6228293 MHz
NUC1 13C
Pl 9.80 usec
SI 32768
SF 100.6126307 MHz
WD EM
SSB 0
LB 100 Hz
GB [
PC 1.40
: T T : . : T T . T T . . T . r .
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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3,3’-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-3’-[4-(thien-3-yl)-1H-1,2,3-triazol-1-

yl]-1,1’-sulfanediyl-di-p-D-galactopyranoside 22

s S@@ﬁﬂiﬁ?ﬁ@%%‘?? Po>D HOPDD®®~ D
@~~~ [l ol ol e Ao U S G o Bt M M e M s ]
pete |\ \ m@i ) f NS
= =
Time ) 10. ‘ W
INSTRUM spect
PROBHD 5 mm PABBO BB- S
PULPROG zg30 \
™ 49152
SOLVENT MeOD <
NS 8 N
DS 1 7/ "N \ /N
SWH 7211.539 Hz {\[ OH OH N OH
FIDRES 0.146719 Bz g
a0 3.4079220 sec O HO
_—
RG 181 o) OH
DW 69.333 usec N S
DE 6.50 usec N§N/ OH
TE 295.5 K
Dl 0.00100000 sec
TDO ik
1 J L J
T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
| \
Lalii=d [=3] (=0} (=2} (=} ] o~ =4 o
[=21C] olo|jo|-H - (o]
NAME  KP0414 HPLC S & e
EXENO 3 558 588582 82 5 2358837
PROCNO 1 : P B B 85 3 3I3BYKRP
Dae_ 20161009 133 B REVNEE 88 =z 8888y
Time 244 R L v L)
INSTRUM  spect \‘/ ‘ \-\ \// \/ ‘ \\w,/ /
PROBHD 5 mm PABBO BB— ! f ¥ !
PULPROG zgdc30
™ 48074
SOLVENT MeOD
NS 4096
DS
SWH 24038.461 Hz
FIDRES 0.500030 Hz
AQ 09999893 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 296.1 K
D1 0.00100000 sec
DIL 0.03000000 sec
DO 1
== CHANNEL f1 ==
SFOI  100.6228293 MHz
NUC1 13C
P1 9.80 usec
sI 32768
SF 100.6126272 MHz
WDW EM
SSB 0
LB 100 Hz
GB 0
PC 140
L " 4
' ‘ e
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 10 ppm
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3,3’-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-3’-[4-(3,4-difluorophenyl)-1H-1,2,3-
triazol-1-yl]-1,1’-sulfanediyl-di-B-D-galactopyranoside 23

9
INSTRUM spect F. P
PROBED 5 mm PABBO BB-
PULPROG zg30 ‘
™D 49152 N N
SOLVENT MeOD /N F \ N
NS 8
DS 1 (\] OH oH N/ OH
SWH 7211.539 Hz g
FIDRES 0.146719 Hz — Q HO OH
aQ 3.4079220 sec
RG 4 N S— 0

14 N/
DW 69.333 usec >N OH
DE 6.50 usec
TE 300.0 K
Dl 0.00100000 sec
TDO L

|
=
-
\X——
%

o
©
P
o
v

3 2 1 ppm

.98
.9

.9

07 =
.96
1.00 —
1.78>
1.99=
2.02 =

NAME ~ KP0400 HPLC @~ mO®T U®L N
EXENO 3 388 CIBREBIH 2% 2 8-RATeH
PROCNO 1 g CANS OO W @ 3 Eg.“""?’\.“.“‘“’.
Date_ 20160901 g32 BRREER 88 3TEBBEY
Time 20.47 [ L [N \/ - !
INSTRUM spect \Vy/ \\\ | V % \/ ‘ \\ /// /
PROBHD 5 mm PABBO BB- L \ /
PULPROG  zgdc30
D 48074
SOLVENT MeOD
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES  0.500030 Hz
AQ 0.9999892 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 3000 K
DL 0.00100000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

00.6228293 M]

13C
1 9.80 usec
s 32768
SF 100.6126483 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
Gl "
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 ppm
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3’-Amino-3-3’-dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-1,1’-sulfanediyl-di-p-D-
galactopyranoside 24

n o n O e o

<t ™M Ao m

n 00 0 \O O

NAME KP0422 HPLE - + +
\
PROCNO \z/ \
Date 0161107V

Time 8.35
INSTRUM spect / N
S

PROBHD 5 mm PABBO BB-—

PULPROG 2930 /I%/\ OH OH NH2OH

™D 49152 o

SOLVENT MeOD — HO

= : N&S o OH

SWH 7211.539 Hz N% 4

FIDRES 0.146719 Hz N OH
AQ 3.4079220 sec

RG 144

DW 69.333 usec

DE 6.50 usec

TE 295.9 K

D1 0.00100000 sec

TDO 1

3

(=]
w -
]
w
N -
-

10 9 8 i ppm
r~ fo @ (0 wm| |V
(=) o o NN oo o o
o - — N — | o -
NAME  KPO422HPLG - o o
poxo 50 8 8 £g fE SR§E 2SEIRELE
PROCNO . = o i 8R32 oI3BRBBL
Dee_ 206108 R 8 3% 88 g495% 22835993
Time 31,53 = | iy e
INSTRUM  spect ‘ v [ \/ \/ | // V /
PROBHD 5 mm PABBOIBB- I | VoV [ [
PULPROG zgdc30
D 48074
SOLVENT  MeOD
NS 2048
DS
SWH 24038461 Hz
FIDRES 0.500030 Hz
AQ 09999892 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 2950 K
D1 0.00100000 sec
D11 003000000 sec
DO 1
— CHANNEL f1
SFOI  100.6228293 MHz
NUC1 13C
Pl 9.80 usec
ST 32768
SF 100.6126283 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 140
" |
; : : ; ; ‘ ; ; ; . : : . ; ‘ ; ; : ; ;
19 180 170 160 150 140 130 120 110 100 90 80 70 60 50 a0 30 20 10 ppm
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3,3’-Dideoxy-3-(fluorescein-5-yl-carbonylamino)-3’-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-
1,1’-sulfanediyl-di-p-D-galactopyranoside 25

INSTRUM avance500
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 8
DS 0
SWH 10000.000 Hz HO /
FIDRES 0.152588 Hz
AQ 3.2768500 sec =
RG 133.74
DW 50.000 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec /\N
TDO 1
5 OH OH ¢
N\\ /N S
N OH
JLJ Jt Lm 1 | M__,L |
T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3:5 3.0 2.5 2.0 15 1.0 ppm
| \
[=d[=} (=] o (=] - oo — | |O|ONm|o
Lallal L) - Lo - — e et e e e [ N
- - : (=2 | o) @K N - =
e more S iim E we B e pamEeas g
EXPNO £ — 4~ © «~NO ™ ol & m e & e e e .
PROCNO 1o o <+ e M ™ o~ o WOHe T ONNO (=]
Date 20170900—1 — - — u—(-—( — 00000000 WWWWWWLIN <
Time 11,55 | I I\ | |
INSTRUM avance500 | \ |
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 59520
SOLVENT MeOD
NS 61719
DS 2
SWH 29761.904 Hz
FIDRES 0.500032 Hz
a0 0.9999860 sec
RG 190.69
DW 16.800 usec
DE 6.50 usec
TE 298.2 K
Dl 0.10000000 sec
D1l 0.03000000 sec
TDO 1
CHANNEL f1 == -
125.7816810 MHz
13C
9.20 usec
262144
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 10 ppm
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Purity chromatograms
p-Methylphenyl 3-deoxy-3-[4-(cyclopentyl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-

galactopyranoside 4

DADT A, Sig=254,12 Ref=60020 (KRISTOFFERMVOLDWPO3S55 0

mal ] ] 0
00 | T .
] ‘f"@b
600
400 4
4 LN
] o
200 4 D
] Bepr ol
0 L%“?&}
P L
0 25 5 7.5 10 125 15 175 20 min

p-Methylphenyl 3-deoxy-3-[4-(furan-3-yl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-galactopyranoside
5

DADT &, Sig=25412 Ref=600,20 (KR ISTOFFERMILDWPOS29B.D)

mal o i o
b ! g
4cu:|_ é&_@?
] W
300 3
200
] g
] i3 i B g
100 3 B e % EveELay E'\V}@- 2
] L o B o
e = ST e i
e e e e e o e U e Sl e e e
0 25 5 75 10 125 15 175 20 min

p-Methylphenyl 3-deoxy-3-[4-(thien-2-yl)-1H-1,2,3-triazol-1-yl]-1-thio-f-D-galactopyranoside
6

DAD1 &, Sig=254,12 R ef=600,20 (KRISTOFFERVOLDWPO3S1 I
m.ﬂd_l‘:
2500
2000 3
1500 3
1000 3
500 =
1] (=}
03 i
———FFF—— 77—
i} 25 5 75 10 125 15 175 20 min
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p-Methylphenyl 3-deoxy-3-[4-(thien-3-yl)-1H-1,2,3-triazol-1-yl]-1-thio-f-D-galactopyranoside
7

DADT &, Sig=254,12 Ref=60020 (KRISTOFFERVOLDWPO3:30.D)

mal = o
600 fi &
500 - s
400 3
300
200 g S &
100 3 £ o ”-f;??-?’ o &
0 oF ‘% 5
T R R T P T P
p-Methylphenyl 3-deoxy-3-[4-(1H-imidazol-2-yl)-1H-1,2,3-triazol-1-yl]-1-thio-p-D-
galactopyranoside 8
161011_SOE_LCMS_UN_KP_0401_polar_05ul Sm (Mn, 2x3) 3: Diode Array
500 _ 254 2.0000Da
189.82 Range: 5.564e-1
E 49979 Area
3 Time  Height Area  Area%
4 09_1_5 297 74 340 0.01
; ] 478 183 4.08 0.01
A 500 548058 4997916  90.98
S 30e :
= 3 b A7 2863 114.75 0.21
2 De-1 ] 579 103 2725 0.00
U 5.13 732 10 246  0.00
E 189.82 .39 139 282 0.01
1_09-1—; 207 /4?8? !
E 189 82 9.61 493 1627 0.03
] : 5.47.189.82;:115
0.0 E 3 I e i
) L 7 o R ) o e |, L A ) e e e, e O [ o S i e L, I v P o ] e L L G T oL S e L RO, ITImE
-0.00 2.00 4.00 6.00 6.00 10.00

Comment: The two main peaks are isomers with exact mass corresponding to compound 8 and
when the analyzed at higher temperature the two peaks merge into one, indicating an equilibrium

of isomers.
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p-Methylphenyl 3-deoxy-3-[4-(1H-imidazol-4-yl)-1H-1,2,3-triazol-1-yl]-1-thio-B-D-

galactopyranoside 9

161011_SOE_LCMS UN |KP 0416 polar Sm (Mn, 2x3) 3: Diode Array
484 _ 254 2.0000Da
E 190.82 Range: 4.612e-1
E 39883 Area
3 Time  Height Area  Area%
3 484 454423 3988333 92.06
3.0e-15 496 56460 310573 77
3 £24 2302 16675  0.33
= e oL i -
] 4.96 541 1478 6319  0.15
3 189 g2 6.16 112 289 0.01
1.0e-15 3106 634 2182 6240  0.14
3 ¢ 6.43 99 203 0.00
U-U""I""I""""I'"'I""I""I""I""I""I""ITimE
-0.00 2.00 4.00 6.00 8.00 10.00

Comment: The two main peaks are isomers with exact mass corresponding to compound 8 and

when the analyzed at higher temperature the two peaks merge into one, indicating an equilibrium

of isomers.

1,3-Dideoxy-3-[4-(thien-3-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-f-D-
galactopyranoside 12

161025 _SOE_LCMS_UN_KP0417dil Sm (Mn, 2x3) 3: Diode Array
281 254 2.0000Da

] 24382 Range: 3.479

3.0 72221 _ _ Area

] Time Height Area Area%

E 226 13335 216.81 0.29
] 2.36 2681 43.18 0.06
2 U—: 2 68 27 106.93 014

Al

] 293 12296 109220 147
: 308 4572 29964 040

103 322 15118 49543 066
296 3.22 ?_?E: "‘G:j 25 IT-IE 0 I:I?
: o3gz| 21682 e e T
] 2 495 420 1321 2817 0.04
] 2 ) :
0.0 L B B B L By B E S I m e e W N
-0.00 2.00 4.00 6.00 a.00 10.00
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1,3-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-p-D-

galactopyranoside 13
160516_SOE_LCMS_UN_KP0371_pos Sm (Mn, 2x3)
2.44

278.82
19477

7.0e-1-
6.0e-1-

5.0e-1 _

AU

4.0e-1-
3.0e-1-
2.0e-1-

1.0e-1

e e
-0.00

Time
2.07
2.1
2.20
2.36
2.44
2.60
2.63
2.71
2.87
2.90
3.59
3.73
5.93
7.19

Height
606
689
182
312

893567
5268
4980

346
687
617
612
154
324
456

3: Diode Array

254 2.0000Da
Range: 9.036e-1
Area
Area Area%
13.13 0.07
13.50 0.07
4,02 0.02
8.74 0.04
19477.20 97.88
149.31 0.75
170.15 0.86
9.18 0.05
12.26 0.06
17.80 0.09
11.80 0.06
4.84 0.02
2.53 0.01
4.48 0.02
—r————— Time
10.00

1,3-Dideoxy-3-[4-(thiazol-4-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-$-D-

galactopyranoside 14
160516_SOE_LCMS_UN_KP0373_pos Sm (Mn, 2x3)

2.20
234.82
39926
1.6
1.4-
1.2
5 1.0+
<
8.0e-1-
6.0e-1
4.0e-1-
2.04 233 327
2.0e-1 209.82 | 209.82 212.82
71 L_548 14
11 S
-0.00 2.00 4.00

S25

600

Time
2.04
2.20
2.33
2.38
2.65
3.27

Height

3421

1858966
13476
6235

2411

727

3: Diode Array

254 2.0000Da
Range: 1.871
Area
Area Area%
71.26 0.17
3992570 97.72
548.41 1.34
254.74  0.62
4374 0.1
13.81  0.03
) Time
10.00



1,3-Dideoxy-3-[4-(thiazol-5-yl)-1H-1,2,3-triazol-1-yl]-1-thiocarboxymethyl-p-D-

galactopyranoside 15

160516_SOE_LCMS_UN_KP0378_pos Sm (Mn, 2x3)

2.01
195.82
20930

7.0e-1-
6.0e-1

5.0e-1

AU

4.0e-1-
3.0e-1-

2.0e-1-

1.0e-1

-0.00

Time
1.78
2.01
2.14
2.37
2.50
3.04

ARV

3: Diode Array

254 2.0000Da
Range: 8.982e-1
) Area
Height Area Area%
150 4.28 0.02
885248 20929.85 95.17
18359  1036.41 4.71
330 11.87 0.05
343 5.58 0.03
175 2.98 0.01
T ———r— ime
10.00

1-1’-sulfanediyl-bis-{3-deoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-B-D-

galactopyranoside} 19

160516_SOE_LCMS_UN_KP0375_pos Sm (Mn, 2x3)
_ 3.04

278.82
] 35120
16

14
1.2

1.0

AU

8.0e-1-
6.0e-1
4.0e-1

2.0e-1-

0.0
-0.0

Bs:zo

T T T T T T

3.04
278.82

T T

4.00

S26

Time
2.87
2,94
3.04
3.14
3.23
3.26
3.49
3.54
3.61

8.00

Height
1353
318
1805140
0

3894
3877
769

99

1180

3: Diode Array

254 2.0000Da
Range: 1.819
Area
Area Area%
24.59 0.07
5.83 0.02
35119.51 98.83
3.90 0.01
147.45 0.41
204.19 0.57
18.82 0.05
1.63 0.00
9.06 0.03
e Time
10.00



1-1’-sulfanediyl-bis-{3-deoxy-3-[4-(1 H-imidazol-2-yl)-1H-1,2,3-triazol-1-yl]-B-D-

galactopyranoside} 20

170314_SOE_L

1.5]

AU

1.04

a.0e-14

CMS_UN_KP0447_polarb

3: Diode Array
254 2.0000Da

Range: 2.218
Time: Height Area Area%
0.32 2209759 4696770 9754
0.35 28005 1103.92 229
245 239 5.06 0.1
515 224 8.65 0.02
583 1257 16.17F 0.03

515 9.88

212.82 21482
-, '\

800

10.00

= Time

3,3’-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-3’-[4-(thien-3-yl)-1H-1,2,3-triazol-1-

yl]-1,1’-sulfanediyl-di-B-D-galactopyranoside 22

161010_SOE_LCMS_UN_KP_0414_polar Sm (Mn, 2x3)

3: Diode Array
254 2.0000Da

E Range: 1.129
E Area
E Time Height Area  Area%
E 3 286 6.01 0.02
8.0e-1
¢ E 4.03 457 15.36 0.05
] 475 1116626 2918446 98.36
5 6.09-1—5 702 1 @
g E 502 1762 70.06 0.24
4 0e-14 5.06 1630 127.84 043
3 517 507 38.35 0.13
2_09_1_; 6.27 arh ':_ LY 0.03
U'U 1 LI T 1 LI B B I e | T|mE
-0.00 5.00 10.00



3,3’-Dideoxy-3-[4-(thiazol-2-yl)-1H-1,2,3-triazol-1-yl]-3’-[4-(3,4-difluorophenyl)-1H-1,2,3-
triazol-1-yl]-1,1’-sulfanediyl-di-B-D-galactopyranoside 23

ESI+, LC standard method, diss on req

160923 SOE LCMS UN_KP0O400 Sm (Mn, 2x3) 3: Diode Array
: 3.83 _ 254 2.0000Da
] 2433
= Range: 3.622
] Time Height Area Area%
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Figure S1. Fluorescence polarization titration of galectin-1 with fluorescent probe molecule 25.
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Figure S2. Dose response curves compounds 1, 6-7, 12-14 and 19 in a MTT assay.
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Table S1. Crystallographic data and refinement statistics for galectin-1 in complex with 1.

Ligand

PDB code
Wavelength
Resolution range (A)
Space group

Cell dimensions a, b, ¢ (A)
Total reflections
Unique reflections
Completeness (%)
Multiplicity

Wilson B-factor
Rinerge

Rineas

Rpim

1/ol

C(:l/Z

ccC*

Reflections used in refinement

Reflections used for Rfree
Ryvork
Riree
CCyok
CCfree
No. of non-hydrogen atoms
macromolecules
ligands
solvent
Protein residues

RMS bond length (A)

1
6F83

1.5418
40.58-2.20 (2.279-2.20)
P2,2:2,
44.4,58.7,112.4
25972 (1 310)
14 260 (872)
91.71 (57.00)
1.8 (1.5)

27.85

0.047 (0.407)
0.066 (0.575)
0.047 (0.407)
12.08 (1.80)
0.998 (0.68)
0.999 (0.9)

14 253 (871)
712 (38)

0.216 (0.289)
0.252 (0.324)
0.964 (0.791)
0.942 (0.650)
2315

2156

82

77

268

0.012
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RMS bond angle (°) 1.59

Ramachandran favored (%) 97.01
Ramachandran allowed (%) 2.56
Ramachandran outliers (%) 0.43
Rotamer outliers (%) 5.09
Clashscore 5.32
Average B-factors (A2?) 16.0
macromolecules 13.8
ligands 55.0
solvent 353
Number of TLS groups 2

Statistics for the highest-resolution shell are shown in parentheses
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