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ZGLO815-TBS—-penta-OMe
2

1

20160422
22.51
spect
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65536
CcDCl13

3000

0
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
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RG

DW

DE

TE

Do

ZGL0815-TBS—-penta-0OMe
3

1

20160423

4.28

spect

5 mm PAEEBO BE-
cosygpmfqgf
2048

CDC13
4

16
5341,880 Hz
2.608340 Hz

0.1917428 sec
183,47
93.600 usec

6.50 usec
296.3 K

.00000300 sec

.00000000 sec

.00000400 sec

.00020000 sec

.00018720 sec

coomo

128
400.1324 MHz
41.733440 H=z
13.350 ppm
QF
1024
400.1300007 MHz
SINE
0
0.00 Hz
0
1.40
1024

QF
400.1300049 MH=z
SINE

0
0.00 Hz
0
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Time
INSTRUM
PROBHD
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AQ
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oW

DE

TE
CNSTZ2
Do

D1l

D4

D11

D13
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ZGLO815-TBS-penta—-COMe
4

1

20160423
4.49

spect

5 mm PABBO BB-
hsqgcetgp
1024

CDC13

4

16
5341.880
5.216680
0.0958964
183.47
93.600
6.50

295.9
145.0000000
0.00000300
1.50000000
0.00172414
0.03000000
0.00000400
0.00020000
0.00003000

128

100.6203
130.208328
165.639
Echo-Antiecho
1024
400.1300007
QSINE

2

0.00

0

1.40

1024
echo-antiecho
100.6127500
QSINE

2
0.00
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MHz
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NAME ZGL0815-TBS-penta-0N
A1 ) PPM  pyvpno 5
PROCNO 1
ivd Date_ 20160423
[} E0 Time 5.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
- 10 pyLproc hmbegpndgf
TD 4096
° E 20 SOLVENT CDC13
d ‘ NS 32
§ 99 DS 16
! L 30 SWH 5330.490 Hz
FIDRES 1.301389 Hz
AQ 0.3842548 sec
- 40 RG 183.47
DW 93.800 usec
L 50 DE 6.50 usec
f TE 295.9 K
= of CN3T13 8.0000000
L 60 DO 0.00000300 sec
D1 1.50000000 sec
- L. I N 9 2 D6 0.06250000 sec
e ' 2 D16 0.00020000 sec
U 3 o? o ' INO 0.00002235 sec
80 ———————— CHANNEL fl ========
NUC1 18
F 90 Pl 14.60 usec
o [ e ‘ P2 29.20 usec
NDO 2
F100  1p 128
SFo1 100.6228 MHz
F 110 FIDRES 174.592422 Hz
SW 222,095 ppm
FnMODE QF
120 ST 1024
SF 400.1300000 MHz
[} o ) WDW SINE
» \ F130 SSB 0
LB 0.00 Hz
a -1 ] ‘440  GB 0
PC 1.40
SI 1024
E150 MC2 QF
SF 100.6127690 MHz
WDW SINE
160 SSB 0
LB 0.00 Hz
% F170 CF 0
T T T T T T T T T T T T T T T T

T
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NAME ZGL0818-5-Ac—penta-OMe
1

EXPNO
PROCNO 1
AcO _OBn Date_ 20160504
o) Time 22.50
ACO INSTRUM spect
AchN PROBHD 5 mm PABBO 13?6
PULPROG zg
Q 0B B 65536
Q SOLVENT cocla
AcO NS 8
AcHN l 5.0 4.9 ag | s a
O _oBn : : EOPPT O sum §223.685 Hz
Q FIDRES 0.125483 Hz
AcO AQ 3.9846387 sec
| RG 58.05
DW 60,800 usec
DE 6.50 usec
TE 296.3 K
Dl 1.00000000 sec
======== CHANNEL f1 ========
NUC1 1H
Pl 14.60 usec
SI 65536
SF 400.1300050 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
|
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o
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NAME ZGL0OB818-5-Ac—-penta-0OM
EXPNO 3
ACO OB PROCNO 1
o Date_ 20160505
Time 5.30
A0 h INSTRUM spect
O  0OBn PROBHD 5 mm PABBO BB-
o} PULPROG zgpg30
AcO TD 65536
AcHN SOLVENT CDC13
O _0Bn NS 9000
o DS 0
AcO SWH 26041.666 Hz
AcHN FIDRES 0.397364 Hz
O _oBn 0 1.2583412 sec
Q RG 183.47
AcO DW 19.200 usec
AchN DE 6.50 usec
OBn TE 297.7 K
S} D1 1.20000005 sec
AcO D11 0.03000000 sec
AcHN
OMe =—======= CHANNEL fl =—=======
NUC1 13C
Pl 9.00 usec
ST 32768
SF 100.6127601 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
Bii )
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NAME
EXPNOQ
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

ZGLOB18-5-Ac-penta—CMe
2

1
20160504
22.52
spect
5 mm PABEO BB-
cosygpmigf
2048
CpCl3
4
16
5341.880 Hz
2.608340 Hz
0.1917428 sec
183.47
93.600 usec
6.50 usec
296.3 K
.00000300 sec
.00000000 sec
.00000400 sec
.00020000 sec
.00018720 sec

ococomo

128
400.1324 MHz
41.733440 Hz
13.350 ppm
QF
1024
400.1300021 MHz
SINE
0
0.00 Hz
0
1.40
1024

QF
400.1299999 MHz
SINE
0
0.00 Hz
0
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WM — ) pPM 2ELO0818-5-Ac-penta-0M
EXPNO 5
PROCNO 1
- 10 Date_ 20160505
Time 5.47
INSTRUM spect
L 20 PROBHD 5 mm PABBO BE-
— PULPROG hmbegpndgf
) TD 4096
L 30 SOLVENT CDC13
NS 32
DS 16
L 40 SWH 5330.490 Hz
FIDRES 1.301389 Hz
Al 0.3842548 sec
= o B o * -1 L #0 L 50 Rg 183,47
DW 93.800 usec
B [} i ‘ DE 6.50 usec
E 60 TE 296.3 K
CNST13 8.0000000
(1] '] Do 0.00000300 sec
" ® .vlﬂ'\’eh ‘b : v v oy L 70 DL 1.50000000 sec
-} D6 0.06250000 sec
1 ' D16 0.00020000 sec
- 80 INO 0.00002235 sec
======== CHANNEL fl ========
90 NUC1 1H
Pl 14.60 usec
N D P2 29.20 usec
— en L va aaodo , ‘ 100 o 9
* TD 128
SFO1 100.6228 MHz
=110 FIDRES 174.592422 Hz
SW 222.095 ppm
FnMODE QF
120 5I 1024
L am . SF 400.1300000 MHz
R ““‘ \ wow SINE
i 4 2 130 SSB 0
. " N LB 0.00 Hz
— & (T oo o
140 PC 1.40
5I 1024
MC2 QF
F150 SF 100.6127690 MHz
WDW SINE
5SB 0
. -160 LB 0.00 Hz
ik GB 0
@ G - -170
=’ -
T T T T T T T T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 0.5 ppm
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ZGLOBZ9%9a-penta-OMe—COOH
1

1

20160517

9.43

spect

5 mm CPTCI 1H-
zg30

65536

D20

64

2
12335.526 Hz
0.188225 Hz
2.6564426 sec
9
40.533 usec
10.00 usec
300.4 X
1.00000000 sec

CHANNEL fl1 ========
1H
12.00 usec
65536
600.1299508 MHz
EM
0
0.30 Hz

0
1.00
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NAME ZGL0O82%a-penta—-0OMe—COOH
EXPNO 2
PROCNO 1
Date 20160517
AcO coor Time 10.13
INSTRUM spect
AcO PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
AcHN D 65536
COOI—b SOLVENT D20
NS 1584
AcO Ds 4
SWH 36057.691 Hz
AcHN FIDRES 0.550197 Hz
COOI—b AQ 0.9088159 sec
RG 203
AcO DW 13.867 usec
DE 18.00 usec
AcHN TE 300.4 K
Coo'_b Dl 2.00000000 sec
D11 0.03000000 sec
AcO ======== CHANNEL f1 ========
AcHN NUC1 13C
Pl 11.90 usec
COOI-!J 5T 32768
SF 150,9026922 MH=z
AcO AHIN WOW EM
cl S5B 0
OMe LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C NMR spectrum of compound 6
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DwW

DE

TE

Do

D1

D13

D16

INO

NUC1
Pl
NDO
TD
SFO1
FIDRES
SwW
FnMODE
SI
SF
WDW
SSB
LB
GB
PC
SI
MC2
SF
WDW
SSB
LB
GB

ZGLOB2%a-penta-OMe-COOH
3

1
20160517
14.30
spect
5 mm CPTCI 1H-
cosygpmfgf
2048
D20
8
8
4006.410 Hz
1.956255 Hz
0.2556404 sec
203
124.800 usec
10.00 usec
300.4 K
.00000300 sec
.00000000 sec
.00000400 sec
.00020000 sec
.00024960 sec

coono

CHANNEL fl ========
1H

13.10 usec
1

512
600.1321 MHz
7.825062 Hz

6.676 ppm
QF
2048
600.1299504 MHz
SINE
0
0.00 Hz
0

1.40
1024

QF
600.1299485 MHz
SINE
0
0.00 Hz
0
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BRUKER
(<

WAME ZGL0B29%9a-penta-0OMe-COOH
EXPNO 4
PROCNO 1
Date_ 20160517

Time 21.20
IMSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hsgcetgpsi

TD 2048
SOLVENT D20

NS g

DS 16

SWH 4006.410 Hz
FIDRES 1.956255 Hz
AQ 0.2556404 sec
RG 203

DW 124.800 usec
DE 10.00 usec
TE 300.4 K
CNST2 145,0000000

Do 0.00000300 sec
Dl 1.50000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
D24 0.00110000 sec
INO 0.00002000 sec
ZGOPTNS

======== CHANNEL fl =

NUCl 1H

Pl 12.00 usec
P2 24.00 usec
P28 0.00 usec
NDO 2

D 512

SFOL 150.9141 MHz
FIDRES 48.822838 Hz
SW 165.639 ppm
FnMODE Echeo-Antiecho

SI 2048

SF 600.1299522 MHz
WDW QSINE

S5B 2

LB 0.00 Hz
GB 0

PC 1.40

ST 1024

MC2 echo-antiecho

SF 150.9026869 MHz
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0]
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BRUKER
(<O

. pPpm  NAME ZGL0829%a-penta-0OMe-CC
EXPNO 5
o PROCNO 1
- = 20 ie 20160517
Time 17.09
L 30 INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hmbegpndgf
L a9 D 204
SOLVENT D20
NS 16
— - e, - -~ . DS 16
- 50 SWH 4006.410 Hz
FIDRES 1.956255 Hz
— - N . AQ 0.2556404 sec
F 60 pg 203
DW 124.800 usec
[ - - N DE 10.00 usec
. e ., T ™ N - 70 g 300.4 ®
CNST13 8.0000000
— it B B e DO 0.00000300 sec
F 80 b1 1.50000000 sec
D6 0.06250000 sec
D16 0.00020000 sec
- 90 INO 0.00001840 sec
======== CHANNEL fl ========
e e = - -l - * N 100 NUC1 1H
P1 13.10 usec
Pz 26.20 usec
F110 NDO 2
D 512
SFO1 150.9177 MHz
~120 FIDRES 53.074162 Hz
SW 180.058 ppm
FrnMODE QF
130 ST 2048
SF 600.1299507 MHz
WDW SINE
=140 S55B 0
LB 0.00 Hz
GB 0
E PC 1.40
150 ST 1024
MCcz QF
160 SF 150.9026765 MHz
WDW SINE
SSB 0
E LB 0.00 Hz
== - — - - — - * 170 P 5
180
T T T T T T T T
6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 20 ppm

HMBC NMR spectrum of compound 6
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EXPNO
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Date_
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INSTRUM
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PULPROG
TD
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DE

25.29
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Ppm

ZGL0OB17-4-HO-penta-OMe 600
1

1
20160503
15.03
spect
5 mm CPTCI 1H-
zg30
65536
CDC13
128
2
12335.526 Hz
0.188225 Hz
2.6564426 sec
10
40.533 usec
10.00 usec
300.4 K
1.00000000 sec

600.1300172 MHz
EM
0
0.30 Hz
0
1.00
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B s V. BRUKER
HO OBn
1) NAME ZGL0817-4-HO-penta-0Me 600
EXPNO 2
PROCNO 1
ate_
0 Dat 20160503
NACc| Time 15.09
o) INSTRUM spect
0 OBn PROBHD 5 mm CPTCI 1H-
PULPROG zgpg30
O
D 65536
o SOLVENT CDCl3
NS 20480
\//NAC DS 4
SWH 36057.691 Hz
o OBn FIDRES 0.550197 Hz
0] o A0 0.9088159 sec
RG 203
O DW 13.867 usec
DE 18.00 usec
NAc TE 300.4 K
fo) D1 2.00000000 sec
0o OB?) D11 0.03000000 sec
CHANNEL f1 ==
(@) 13C
11.90 usec
YNAC 32768
O  oBn 150.9027872 MHz
(0] EM
(0] 0
1.00 Hz
o) 0
YNAC 1.40
OMe
O
AT O " - b o o e syt
T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0  ppm

13C NMR spectrum of compound 7
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7.362
-7.353
-7.346
- 7.335
i-7.329

7.324
7.315
7.310
7.303
7.296
7.279
7.259
5.839
5.834
5.822
5.813
5.808
5.799
5.794
5.535
5.531
4,712

4,692

4.670
4.658
4.650
4.645
4.638
4.630
4.625
4.619
4.615
4,605
4,591
4,583
4,539
4,530
4,519
4.510
4.500
4.479
4.461
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o NAME
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O,
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\}T/‘ (e] OBn -

o) Time

o NS
le) Ds

o RQ
RG
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O _OBn TE

\
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'H NMR spectrum of compound 8
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PROCNO

o INSTRUM
o) PROBHD

PULPROG
\( NS D
OBn

SOLVENT

Y NAG] SWH
0  oBn FIDRES

C><)
BRUKER
(>

ZGL0830-1-TBS-hexa-OMe-H,
1

1
20160520
9.54
spect

5 mm CPTCI 1H-

12335.526 Hz
0.188225 Hz
2.6564426 sec

9
40.533 usec
10.00 usec
300.4 K
1.00000000 sec



‘J Hl J m NAME ZGLOB30-1-TBS—hexa-OMe-H, 600M
e . . Ppi EXPNO 3
- PROCNO 1
Date_ 20160522
T 16.19
IN spect
PRO 5 mm CPTCI 1H-
PULPROG cosygpmfgf
R =0 ™D 2048
SOLVENT [sdnlnd Kc)
NS
oS
SWH 5
/ FIDRES 2.799778 Hz
| AQ 0.1786356 sec
. RG 203
DW 87.280
DE 10.00
TE 300.4
Do 0.00000300
2 D1 200000000
D13 0.00000400
- D16 0.00020000 sec
INO 0.00017440
F 3
usec
oy o
. 4
2 MHz
- - L 28 Hz
. - ] 4 { ppm
.
MHZ
5 0.00 Hz
0
. 1.40
1024
‘. oF
E 6 600.1300158 MHz
-7
8
T T T T T T
4 3 2 1 0 ppm

COSY NMR spectrum of compound 8
s19
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NAME ZGL0831-1-Ac-hexa-OMe
EXPNO 1
PROCNQ 1
Date_ 20160523
Time 16.03
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

Ds 2

SWH 12335.526 Hz
FIDRES 0.188225 Hz
AQ 2.6564426 sec
RG 8

DW 40.533 usec
DE 10.00 usec
TE 300.4 K
D1 1.00000000 sec
======== (CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
ST 65536

SF 600.1300166 MHz
WDW EM

S5B 0

LB 0.30 Hz
GB 0

BC 1.00



AcO

AcO

OBn
0]
AcHN
O _oBn
o]
AcO
AcHN 0
AcO

OBn
o
AcHN
N 0 _oen
o]
AcO
AcHN
O _oBn
o]
AcO
AcHN
™o oen
o]
AcO
AcHN OMe

74 73 72 71 70

210 200 150 180 170 160 150 140 130

T T T T T T T

120 110 100 90 80 70 60 50 40

13C NMR spectrum of compound 9
s21

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT

D11

NUCl
Pl
SI
SF
WDW
SSB
LB
GBE
PC

ZGL0831-1-Ac—hexa-Cb
2

1
20160524
9.11
spect
5 mm CPTCI 1H-
zgpg30
65536
CDC13
6144
4
36057.691 Hz
0.550197 Hz
0.9088159 sec
203
13.867 usec
18.00 usec
300.4 K
2.00000000 sec
0.03000000 sec

CHANNEL fl ========

13C
11.90 usec
32768
150.9027883 MHz
EM
o]
1.00 Hz
0
1.40
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COSY NMR spectrum of compound 9
522

NAME
EXPNO
PROCNOQ
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DwW

DE

ZGL0831-1-Ac-hexa-CMe
3

1

20160523
16.19
spect

5 mm CPTCI 1H-
cosygpmigf
2048

CDC13

4

8

5854.801
2.858789
0.1749492
203

85.400
10.00
300.4
0.00000300
2.00000000
0.00000400
0.00020000
0.00017080

600.1322
5.717562
9.756

QF

2048
600.1300156
SINE

0

0.00

0

1.40
1024

QF
600.1300129
SINE

0

0.00

0

Hz

MHz

Hz
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HSQC NMR spectrum of compound 9
523

NAME ZGL0831-1-Ac—hexa-OMe
EXPNO 4
PROCNC 1
Date_ 20160523

Time 18.56
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hsgcetgp

TD 2048
SOLVENT CDC13

NS 16

DS 16

SWH 5854.801 Hz
FIDRES 2.858789 Hz
AQ 0.1749492 sec
RG 203

DW 85.400 usec
DE 10.00 usec
TE 300.4 K
CNST2 145.0000000

DO 0.00000300 sec
D1 1.50000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00002000 sec
ZGOPTNS

==== CHANNEL £

NUC1

P1 12.00 usec
P2 24.00 usec
P28 0.00 usec
NDO 2

TD 512

SFO1 150.9141 MHz
FIDRES 48.822838 Hz
SW 165.639 ppm
FnMCDE Echo-Antiecho

sI 20438

SE 600.1300142 MH=z
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

PC 1.40

SI 1024

MC2 echo—antiecho

SF 150.9027862 MH=z
WDW QSINE

SSB 2

LB 0.00 Hz
GB 0

C><)
RUKER
(<




B%R
m_M)LLLmﬂ_mMu ppm  NAME ZGL0831-1-Ac—hexa—(

EXPNO 5
3 PROCHNO 1
padading 20 ate 20160523
Time 22.48
- 30 INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG hmbcgpndgf
40 TD 2048
SOLVENT cDC13
I i - NS 24
F 50 ps 16
- .- . SWH 5854.801 Hz
| go IDRES 2.858789 Hz
AQ 0.1749492 sec
RG 203
T eAriote VAT e TigT T, L 70 DW 85.400 usec
’ ne - B8 21 - DE 10.00 usec
TE 300.4 K
E g0 CNST13 £.0000000
DO 0.00000300 sec
D1 1.50000000 sec
90 D6 0.06250000 sec
D16 0.00020000 sec
- - - v oweow INQ 0.00001490 sec
- - - 100
———————= CHANNEL f1 =======-
NUC1 1H
F110 o 12.00 use
P2 24,00 usec
3 NDO 2
1200 o5 512
SFO1 150.9179 MHz
L 130 FIDRES 65.465065 Hz
SW 222,095 ppm
o - FnMODE QF
140 ST 2048
SF 600.1300142 MHz
WDW SINE
F150  ssB 0
LB 0.00 Hz
GB 0
160 pc 1.40
ST 1024
- 3 MC2 QF
T L o 170 o 150.9028056 MHz
WDW SINE
180 SSB 0
LB 0.00 Hz
T T T T T T T T GB 0
5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 ppm

HMBC NMR spectrum of compound 9
24



NAME
EXPNO
AcO CooH, PROCNO
Date_
AcO Time
AcHN. | INSTRUM
COOH PROBHD
O PULPROG
AcO D
AcHN SOLVENT

O cooH NS
Q DS
AcO SWH

FIDRES
COOH AQ
Q RG
AcO DW
AcHN o DE

'H NMR spectrum of compound 10
525

ZGL0O840-Hexa-COOH
1

1

20160614
9.45

spect

5 mm CPTCI 1H-
zg30

65536

D20

128

2
12335.526
0.188225
2.6564426
9

40.533
10.00
300.4
1.00000000

CHANNEL fl1 ====

12.00

65536
600.1299505
EM

0

0.30

0

1.00

Hz
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NAME
EXPNQ
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

T
220

21

0

T
200

T
190

T
180

T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80

13C NMR spectrum of compound 10

526

T
70

ppm

ZGL0O840-Hexa-COCH
2

1
20160614
14.26
spect
5 mm CPTCI 1H-
zgpg30
65536
D20
6400
4
36057.691 Hz
0.550197 Hz
0.9088159 sec
203
13.867 usec
18.00 usec
300.4 K
2.00000000 sec
0.03000000 sec

CHANNEL fl ========
12C
11.90 usec
32768
150.9026922 MHz
EM
0
1.00 Hz
0
1.40
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COSY NMR spectrum of compound 10
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

Z2GL0O840-Hexa-CCOH
3

1

20160614
9.55

spect

5 mm CPTCI 1H-
cosygpmfgf
2048

D20

8

8

3765.060
1.838408
0.2720244
203
132.800
10.00
300.4
0.00000300
2.00000000
0.00000400
0.00020000
0.00026560

512
600.1323
7.353629

6.274

QF

2048
600.,1299502
SINE

0

0.00

0

1.40

1024

QF
600.1299483
SINE

0

0.00

0

MHz

Hz

MHz

Hz
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HSQC NMR spectrum of compound 10
528

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
Do

D1

D4

D11

D13

D16

INO
ZGOPTNS

NUC1
Pl
P2
P28
NDO
D
SFO1
FIDRES
SW
FnMODE
SI
SF
WDW
SSB
LB
GB
PC
SI
MC2
SF
WDW
S55B
LB
GB

CHANNEL f1

ZGL0O840-Hexa—-COOH
4

1

20160615

2.21

spect

5 mm CPTCI 1H-
hsqgcetgp

2048

D20

16

16

3765.060
1.838408
0.2720244

203

132.800

10.00

300.4
145.0000000
.00000300
.50000000
.00172414
.03000000
.00000400
.00020000
.00002000

[aNeNo e ol i)

12.50
25.00
0.00

512

150.9141
48.822838
165.639
Echo-Antiecho
2048
600.1299492
QSINE

2

0.00

0

1.40

1024
echo-antiecho
150.9026841
QSINE

2

0.00

0

Hz

MHz

Hz
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

DwW

DE

TE

D1

NUCL
Pl
SI
SF
WDW
SSB
LB
GB
PC

'H NMR spectrum of compound 11

.91

8

g

O~
™|

el

ZGL0899d
1
1
20170510
16.11
spect
5 mm CPTCI 1H-
zg30
65536
DMSO
128
2
12335.526 Hz
0.188225 Hz
2.6564426 sec
11.3
40.533 usec
10.00 usec
300.4 X
1.00000000 sec

CHANNEL f£1 ==

12.00 usec
65536
600.1300073 MHz
EM
0
0.30 Hz
0
1.00
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COSY NMR spectrum of compound 11

S30

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

DO

D1

D13

D16

INO

ZGL089°9d
2
1
20170512
11.00
spect
5 mm CPTCI 1H-
cosygpmfgf
2048
DMSO
8
8
5102.041 Hz
2.,491231 Hz
0.2007540 sec
203
98.000 usec
10.00 usec
300.4 K
0.00000300 sec
2.00000000 sec
0.00000400 sec
0.00020000 sec
0.00019600 sec

======== CHANNE], f] ========

NUCl

1H
12.60 usec
1
512
600.1323 MHz
9.964913 Hz
8§.502 ppm
QF
2048
600.,1300066 MHz
SINE
0
0.00 Hz
0

1.40
1024

QF
600.1300037 MHz
SINE
0
0.00 Hz



0.000

NAME ZGL0853a-Ac-hepta-OMe
EXPNO 1
PROCNO 1
Date_ 20160626
Time 6.58
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 64
DS 2
SWH 12335.526 Hz
FIDRES 0.188225 Hz
AQ 2.6564426 sec
RG 9
DW 40.533 usec
DE 10.00 usec
TE 300.4 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 12.00 usec
ST 65536
SE 600.1300161 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Ju .
T T T T 1
9 8 1 0 ppm

'H NMR spectrum of compound 12
531
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

T T T
210 200 190

T T
180 170

T T T
120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR spectrum of compound 12
532

ZGL0853a-Ac-hepta-0O¥V
2

1
20160627
10.58
spect
5 mm CPTCI 1H-
zgpg30
65536
CDC13
9440
4
36057.691 Hz
0.550197 Hz
0.9088159 sec
203
13.867 usec
18.00 usec
300.4 K
2.00000000 sec
0.03000000 sec

150.9027885 MHz
EM
0
1.00 Hz
0
1.40



NAME ZGLO853a-Ac—hepta-CMe
A}d EXPNO 3
1 MI " PROCNO 1
o T PP pate 20160626
Time 12.47
INSTRUM spect
. 1.5 PROBHD 5 mm CPTCI 1H-
: PULPROG cosygpmiqgf
TD 2048
——% o~ SOLVENT CDC13
»* —2.0 NS 4
DS 8
SWH 6775.068 Hz
—2.5 FIDRES 3.308139 Hz
AQ 0.1511924 sec
RG 203
—3.0 DW 73.800 usec
DE 10.00 usec
. » TE 300.4 K
% [ DO 0.00000300 sec
° 35 5 2.00000000 sec
D13 0.00000400 sec
™ - L 4.0 D16 0.00020000 sec
- - INO 0.00014760 sec
-
= %l ® 4.5 Sooo==== CHANNEL fl ========
s wms . -4 NUC1 1H
e wite 14 * Pl 12.00 usec
NDO 1
A 3 5.0 TD 1024
L4 - . SFO1 600.1329 MHz
5 t ] e FIDRES 6.616297 Hz
| & - - 5.5 SW 11.289 ppm
b FnMODE QF
ST 2048
g P % F6-0 G P00 105
SSB 0
LB 0.00 Hz
8.5 B 0
BC 1.40
ST 1024
-7.0 0 ez oF
: SF 600.1300143 MHz
(] WDW SINE
~7.5 S5B 0
LB 0.00 Hz
GB 0
8.0
] L ] LI B L A B T T 8.5
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 1.5 ppm

COSY NMR spectrum of compound 12
$33



i

8.5

. ppm

—100

—120

—140

—160

—180

35 30 25 20 15 ppm

HSQC NMR spectrum of compound 12

S34

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNSTZ2
Do

D1

D4

D1l

D13

Dlé

D24

INO
ZGOPTNS

ZGLO853a-Ac—hepta-OMe
4
1
20160626
7.04
spect
5 mm CPTCI 1H-
hsgcetgpsi
2048
CDC13
24
16
6775.068 Hz
3.308139 Hz
0.1511924 sec
203
73.800 usec
10.00 usec
300.4 K
145.0000000
.00000300 sec
.50000000 sec
.00172414 sec
.03000000 sec
.00000400 sec
.00020000 sec
.00110000 sec
.00002000 sec

[sReoReoNeNeNal o)

12.00 usec
24.00 usec
0.00 usec

512
150.9141 MHz
48.822838 Hz
165.639 ppm
Echo-Antiecho
2048
600,1300134 MHz
QSINE
2
0.00 Hz
0
1.40
1024
echo-antiecho
150.9028094 MHz
QSINE
2
0.00 Hz
0
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HMBC NMR spectrum of compound 12
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NAME
EXPNO
BROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST13
Do

D1

MC2

WDW
SSB
LB
GB

ZGL0853a-Ac—hepta-0n
5

1

20160626
15.20
spect

5 mm CPTCI 1H-
hmbegpndgf
2048

CDC13

24

16
6775.068
3.308139
0.1511924
203

73.800
10.00
300.4
8.0000000
0.00000300
1.50000000
0.06250000
0.00020000
0.00001490

CHANNEL £f1 ====

12.00
24,00
2

1024
150.9179
32.732533
222.095

oF

2048
600.1300143
SINE

o]

0.00

0

1.40

1024

oF
150.9027958
SINE

¢]
0.00
o]

MHz

MHz
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o
[aN]

2.035
2.030
2.028
2.011
2.006
3.473

AcO cooH NAME ZGLO857-hepta—COOH-600M
O EXPNO 1
AcO PROCNO 1
AcHN Date_ 20160719
COOH Time 11.03
o] INSTRUM spect
AcO PROBHD 5 mm CPTCI 1H-
AcHN PULPROG zg30
TD 65536
COOH, SOLVENT D20
NS 64
AcO DS 2
AcHN © SWH 12335.526 Hz
COOH, FIDRES 0.188225 Hz
AQ 2.6564426 sec
AcO RG 11.3
AcHN DW 40.533 usec
OCOOHO DE 10.00 usec
TE 300.4 K
Acom D1 1.00000000 sec
AcHN o
COOH, ======== CHANNEL fl ========
NuCl 1H
AcO Pl 12.00 usec
AchHN SI 65530

600.1299502 MHz

COOH SF
Q WDW EM
AcO SSB 0
AcHN 1B 0.30 Hz

OMe GB 0
PC 1.00

9 8 7 6 5 4 3

3.10

'H NMR spectrum of compound 13
536
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AcO COOHo NAME ZGLO857-hepta-COOH-600N
EXPNC 2
AcO PROCNO 1
AcHN Date_ 20160720
Time 18.24
COOHO INSTRUM spect
PROBHD 5 mm CPTCI 1H-
AcO PULPROG zgpg30
AcHN D 65536
SOLVENT D20
COOH, NS 65536
DS 4
AcO SWH 36057.691 Hz
AcHN FIDRES 0.550197 Hz
O cooH AQ 0.9088159 sec
o) RG 203
DW 13.867 usec
AcO Y DE 18.00 usec
cl TE 300.4 K
o)
COOH bl 1.20000005 sec
D11 0.03000000 sec
AcO
AHN = CHANNEL fl ========
NUC1 13C
COOHO Pl 11.90 usec
ST 32768
AcO SF 150.9026933 MHz
AcHN WDW EM
COOH SSB 0
(o] LB 1.00 Hz
AcO GB 0
AChIN PC 1.40
N ome
T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C NMR spectrum of compound 13
537
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COSY NMR spectrum of compound 13
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DWW

DE

ZGL0857-hepta-COOH-600M
4

1
20160719
11.16
spect
5 mm CPTCI 1H-
cosygpmiqgf
2048
D20
16
16
4201.681 Hz
2.051602 Hz
0.2437620 sec
203
119.000 usec
10.00 usec
300.4 K
.00000300 sec
.00000000 sec
.00000400 sec
.00020000 sec
.00023805 sec

coono

CHANNEL £

12.00 usec

1

256
600.1319 MHz
16.409874 Hz
7.000 ppm

OF

1024
600.1299492 MHz

SINE

Q
0.00 Hz

¢}

1.40

1024

QF
600,1299478 MHz

SINE

0
0.00 Hz

0
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HSQC NMR spectrum of compound 13
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ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
DO

D1

D4

D11

D13

D16

IND
ZGOPTINS

ZGL0857-hepta-COOH-600M
5

1
20160719
13.53
spect
5 mm CPTCI 1H-
hsgcetgp
1024
D20
16
16
4201.681 Hz
4.103204 Hz
0.1219060 sec
203
119.000 usec
10.00 usec
300.4 K
145.0000000
0.00000300 sec
1.50000000 sec
0.00172414 sec
0.03000000 sec
0.00000400 sec
0.00020000 sec
0.00001655 sec

12.00 usec
24.00 usec
0.00 usec

256
150.9164 MHz
117.906380 Hz
200.005 ppm
Echo-Antiecho
1024
600.1299470 MHz
QSINE

2
0.00 Hz
0

1.40
1024
echo-antiecho
150.9026782 MH=z

QSINE
2

0.00 Hz
0



NAME ZGL0863-Ac-octa-OMe-1
EXPNO 1
PROCNOQ 1
Date_ 20160902

Time 15.08
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg30

D 65536
SOLVENT CDC13

NS 64

DS 2

SWH 12335.526 Hz
FIDRES 0.188225 Hz
AQ 2.6564426 sec
RG 9

DW 40.533 usec
DE 10.00 usec
TE 300.4 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
SI 65536

SF 600.1300167 MHz
WDwW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

Y L WAV

R L e B L I B T R ML B |

9 8 7 1 0 Ppm

'H NMR spectrum of compound 14
540



AcO

OBn

MNAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
pute}

RG

oW

LE

CPDPRG2
Huc2
PCPD2
PL2
PL12
PL2W
PL12W
SFO2
51

SF
WDW
SSB
1B

GB

v &wmmﬂwéc

T
120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C NMR spectrum of compound 14
sa1

BRUKER
(<O

ZGLOB63-Ac-octa—-0OMe
3

1

20160830

18.31

spect

5 mm PAEBO BB-
zgig

65536

CDC13

19484

4
36231.883 Hz
0.552855 Hz
0.9044606 sec
512
13.800 usec
10.00 usec
297.8 K
2.00000000 sec
0.03000000 sec

99.001425670 W
150.9103566 MHz

————— CHANNEL f2 ========

waltzlé
1H
100.00 usec
120.00 dB
17.07 dB
0.00000000 W
0.29881403 W
600,1028229 MHz
32768
150.8952436 MHz
EM
0
3.00 Hz
0

1.40



(<O

ZGLOBE3-Ac—octa—OMe
4

‘ PN I [V J\[ ppm

1
20160831

18.26
spect
—J J— - 20 PROBHD 5 mm PABBC BE-
—J - C— PULPROG
TD
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HAME ZGLOBG3-Ac-octa-0OMe
EXPHO
PROCHO 1
Date_ 20160201
Time 2.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG hmbegplpndgf
TD 2048
SOLVENT CDC13
NS 64
Ds 186
SWH 6009.615 Hz
FIDRES 2.934382 Hz
AQ 0.1705268 sec
RG 512
Dw 83.200 usec
DE 10.00 usec
TE 298.0 K
CHNST2 145.0000000
CHNST13 8.0000000
Do 0.00000300 sec
Dl 2.00000000 sec
D2 0.00344828 sec
Dé 0.06250000 sec
D16 0.00020000 sec
INOD 0.00001745 sec
CHAHNEL f1 =
1H
11.33 usec
22.66 usec
-1.85 dB

23.30241585 W
600.1024004 MHz

CHANNEL f£2

12.00 usec

-1.00 dB
99.00142670 W
150.9080%11 MHz

GRADIENT CHANNEL

GPNAML SMSQ10.100
GPNAMZ SMS10.100
GPNAM3 SMSQ10.100
GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1000.00 usec
HDO 2

TD 512
SFO1 150.9081 MHz
FIDRES 56.001049 Hz
aw 190.000 ppm
FnMODE oF

ST 1024

SF 600.1000079 MHz
WDH SINE

3SB 0

LB 0.00 Hz
GB 0

pC 1.40

sI 1024

MCZ oF

SF 150.8952309 MHz
WDW SINE

SSB 0

LB 0.00 Hz
GB 0
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NAME ZGL0871-octa-COOH
EXPNO 1
PROCNO 1
Date_ 20160930

Time 18.51
INSTRUM spect
PROBHD 5 mm CPTCI 1H-
PULPROG zg30

TD 65536
SOLVENT D20

NS 258

DS 2

SWH 12335.526 Hz
FIDRES 0.188225 Hz
A 2.6564426 sec
RG 10

DW 40.533 usec
DE 10.00 usec
TE 300.4 K

D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 12.00 usec
SI 65536

SF 600.1299500 MH=z
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GB 0
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