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C NMR of compound 2a
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HSQC of compound 2a
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'H NMR of compound 3a
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'"H NMR of compound 4a
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'H NMR of compound Sa
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COSY of compound Sa
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HSQC of compound Sa

D [}
- 3 [}
— Ky, o
[
E— Q
4 (-]
R fs]
p
P>
2 g0)°
, N
7
1Y) 3 6/ TH
BnO ) s

BnQ

ppm

'H NMR of compound 6a

ppm
4.69698
4.04655
4.02600
4.00B63
3.98956
3.96022
3.95438
3.93375
3.85B98
3.48257
——3.26518
4.91580
41.82698

L
Y

Integral

I R R R T R T T T T T S ST S S S S S S S S S R S S S S S S S S S SR
ppm 5 4 3 2 1

Gurrent Data Faraneters

Exeng
pRGCNO 1
F2 - Auuisition Faramstans
Oete_ 20060804
Tine 15.41
TN spect
PROGHD 0 mm UL 130-1
PULPROG naacetop
™ 1024
40 sovvent oua
e 4
" asse. 606 He
FIoves & 782037 e
0.0583844 sec
a6 183004
o 00,500 uaos
e 2
80 & 0.00000300 soe
o1 150000000 soc
a4 0/00172414 sec
a1 a’az000000
a13 0.00000400 soc
0.00020000 soc
oELTA 0.00122000 a6
™o 0/00002780 sec
weresT 0.00000000 sec
g0 MowK 0.30000001 soc
w
100
Pz
PLiz s
sa 784733773 Mz
GRADIENT CHANNEL
L1z0 s 100
ST, 100
0.00 %
0003
000 %
000 %
20.10 %
1000.00 uset
ppm Fi - Atqusastion paraneters
noo
™ 234
Fa 75,4738 Mz
s 235304 pon

Current Data Parameters
NAME

-118
EXPND 10
PROCNO 1

F2 - Acouisition Parameters

Date_ 20080824
Tine 23.31
INSTAUM spect
PAOBHD 5 mm DUL 13C-1
PULPROS 293

T 65535
SOLVENT R

Ns 16

D3 0

e 6992.506 Hz
FIDRES ©0.137218 Hz
An 3.6438515 sec
A 143

DR 55.500 usec
DE 5.00 usec
TE 288.5 K
D1 1.00000000 sEC
MCREST 0.00000000 96C
MCHAK 0.01500000 sec

-1.00
SFO1 300.1324010 MHz

F2 - Processing parameters
s1

68
SF 3001300000 MHz
WO EM

ssa o

LB 0.30 Hz

68 o

PC 1.00

1D NMA plat parameters

cx 20.00 cn

oy 12.50 cm

Fip 6.043 ppm

F1 1B16.34 Hz

Fap ©0.074 ppm
Fa 22.18 Hz
PPNCH 0.28873 ppm/cm
HzZoM 89.65773 Hz/cm



C NMR of compound 6a
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COSY of compound 2b
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H NMR of compound 3b
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NMR of compound Sb
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T T T T T T T T T T T T T T T 1
75 70 65 6.0 55 50 45 40 35 30 25 20 15 1.0 ppm
COSY of compound 5b
Current Data Parameters
ppm NAME 1-302
EXPNO
PROCNO 1
F2 Acquisition Parameters
Date_ 20091203
~1.0 Time 15.28
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG cosygpaf
™ 2048
=} —1_5 SOLVENT cDcl3
NS 1
DS 8
SWH 2796.421 Hz
FIDRES 1.365440 Hz
@ 72 0 AQ 0.3662324 sec
- RG 64
DW 178.800 usec
DE 8.00 usec
TE 298.5 K
Lo5 DO 0.00000300 sec
- D1 1.37589002 sec
D13 0.00000400 sec
’ D16 0.00020000 sec
INO 0.00035760 sec
73.0 CHANNEL f1
NUC1
PO 10.80 usec
Pl 10.80 usec
PL1 3.00 dB
~-3.5 SFO1 300.1312302 MHz
GRADIENT CHANNEL
[99] & GPNAML SINE.100
GPZ1 10.00 %
L 4.0 P16 1000.00 usec
Fl Acquisition parameters
NDO 1
TD 128
SFO1 300.1312 MHz
74.5 FIDRES 21.847036 Hz
/16/“, sw 9.317 ppm
FnMODE F
BnO ¢
5.0 F2 - Processing parameters
[~ 9 ST
° BnO SF 300.1300115 MHz
WDwW SINE
T T T T T T T T ssB o
LB 0.00 Hz
5.0 4.5 4.0 3.5 3.0 25 2.0 15 ppm 8 L
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C NMR of compound Sb

JMQ L' L ) i
T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
HSQC of compound Sb
:

J\\ ppm
T 8 - 20
— 4, wo | 40

- 60
3 o]
@e;‘@, be
] ) - 80
— 0
CHs 100
)
9
120
A6 -
— 3] BnO™'° §H
] BnO ‘0Bn 140
5b
T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 10 ppm
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Current Data Parameters
NAME

221-302
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091203
Time 15.38
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
65536
SOLVENT cpcl3
NS 100
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 18390.4
bW 27.800 usec
DE 8.00 usec
TE 299.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f£1
NUC1L 13C
Pl 12.50 usec
PL1 2.00 dB
SFO1 75.4752953 MHz
CHANNEL £2
CPDPRG2 waltz16
NUC2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.33 dB
PL13 23.00 dB
SFO2 300.1312005 MHz

F2 - Processing parameters

SI 32768

SF 75.4677490 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
Current Data Parameters
NAME 221-302-hsqc
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters

Date_ 2009120
Time 15.47
INSTRUM spect
PROBHD 5 mm DUL 13
PULPROG hsgcetgp
T 2048
SOLVENT cpcl3
NS 1
DS

SWH

FIDRES

145.0000000
00000300 se
50000000
00172414
0300000
0000040
0002000
00004415

0
0

CHANNEL £1

19.15
75.4734091 Mj

GRADIENT CHANNEL
SINE.100




=
Z
=
~
o

f compound 6b

OO 1TWVWWWOAHWWW HFMHONAHM VWO AT ANITANMNO WO TN Al
NSNS OWN O LW LW N HOWOWNOONHWNLMO WL N o
VO NOO0OO0OO0 OFTFMMAN OO WWWSFANNNNN wn
LSS OO NANANN A A A A A A A A A A A A A A o
R
-
=] o N~ [5e]
88 F?"zjs. g% 13 (5 |3
ol olro ol - 3 |
T T T T T T T T T 1
4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5  ppm

C NMR of compound 6b

89.22
—63.12
44.67
40.21
15.91

T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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NAME 221-352
EXPNO 40
PROCNO 1
Date_ 20100310
Time 9.35
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT D20
6

0

8992.806

0.137219

3.6438515

645.1

55.600

8.00

297.2
1.00000000
1

Hz
Hz
sec

usec
usec

=

sec

CHANNEL £1
10
10.80 usec
3.00 dB
300.1324010 MHz
32768
300.1300000 MHz
0
0.30 Hz
0
1.00
NAME 221-352
EXPNO 12
PROCNO 1
Date_ 20100303
Time 17.39
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536
SOLVENT D20
NS 50
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
aQ 1.8219508 sec
RG 16384
DW 27.800 usec
DE 8.00 usec
TE 295.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL £1
NUC1
Pl 12.50 usec
PL1 2.00 dB
SFOL 75.4752953 MHz
CHANNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.33 dB
PL13 23.00 dB
SFO2 300.1312005 MHz
ST 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



NAME why-243-s
EXPNO 10
PROCNO 1
Date_ 20141204
Time 20.06
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
™ 32768
SOLVENT cpC13
16

0

8992.806

0.274439

1.8219508

64

55.600

6.50

297.5

1.00000000
1

== CHANNEL f1 ===
1H
10.30
3.00
300.1315007
65536
300.1300177
EM
0
0.00
0
4.00
T T T T T T T T
8 7 6 5 4 3 2 1 0 ppm
Nl o~ oo — ™ o~ | |0
~ ol |=|=lo] |« © o o |~
™ [} o|o|o o [} [} o o
- wn Ofr | ~N — — of |
-
13
C NMR of compound 7
~ @1 m0 oM n
OMANO L™ M DOO=MINDO DN =~
MNO ST MOo®©© © WO M®EW N0 ONM [REN
0 0 00 00 00 [~ [~ I~ . R I .
aMONNNaNy N R 2% NAME  why-243-s
EXPNO 1
NN s\ 27 W oo
Date_ 20141204
Time 20.09
INSTRUM spect
PROBHD 5 mm DUL 13C-1
?ULPROG zgpg30
SOLVENT CDCI3
NS 88
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
OH AQ 1.8219508 sec
H RG 512
DwW 27.800 usec
DE 6.50 usec
TE 297.6 K
', D1 2.00000000 sec
BnO D11 0.03000000 sec
TD 1
BnO OBn —= CHANNEL 1 ==
7 13C
12.50 usec
2.00dB
75.4752953 MHz
== CHANNEL 2 ==
CPDPRG2 waltz16
ucz2 1H
PCPD2 100.00 usec
PL2 3.00dB
PL1 22.74 dB
PL13 23.00 dB
SFO2 300.1312005 MHz
Sl 32768
“ | l i SF 754677470 MHz
WD EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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usec
usec
K
sec

usec
dB
MHz

MHz




'"H NMR of compound 8a

7.345
7.336
7.302
7.294
7.267
7.260
7.243
7.235
7.201
7.184

4.645
4.604

|
§
\

4.519
4.478
4.458
4.451
4.418
4.409
4.361
4.354
3.949
3.928
3.913
3.847

WWEO WSOV
©OW MW@ T
WM MM S O w0o
NN N A A A A

1.556
1.528
1.492
1.451

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

why-243
10

1
20141205
21.21
spect
13c-1
2930
32768
cDe13
16

0
8992.806
0.274439
1.8219508
4
0
0 usec
296.8
1.00000000
1

5 mm DUL

6
55.60
6.5

3.00 dB
300.1315007 MHz
65536
300.1300151 MHz
EM
0
0.00 Hz
0
4.00
8 7 6 5 3 1 0 ppm
) || (ol=[o]n | |ofa|=
= of|<| |o|=|o||o o| |¥|wlw
- ofla| |a|o|o||= ®| |of|o
0 Al |olo| | af |ofe]=
=
13
C NMR of compound 8a
NONNOONNTNM
nNWwWMmMLO OO O WA NNMNOWMOW [~ N N ~ o<
MANON—HO WO WM~ 00WIWNMWOoO WwMN O™~ o n o
000 ®®®d®D .~~~ oo odnddeaaad aad NAME why-243
MO ONNNNNNNN O COONN AN O®M — o o EXPNO 1"
A S it e S A i A A | M~~~ ™00 IERNES PROCI 1
\ \% \\\\ \%//// \\/ Date_ 20141205
Time 21.26
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
TD
SOLVENT CDCI3
N: 68
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG
DwW 27.800 usec
DE 6.50 usec
TE 296.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TD 1
CHANNEL f1
NUC1 13C
P1 12.50 usec
PL1 2.00
SFO1 75.4752953 MHz
CHANNEL f2
CPDPRG2 waltz16
NUC2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.74dB
PL13 23.00 dB
SFO2 300.1312005 MHz
S| 32768
SF 75.4677596 MHz
JL WD EM
v P i e - SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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'"H NMR of compound 8b

COEONAANNOWATTIANNONDDOAD A ONNNHDNGNDTINOWDNNTN®D N DT O
MOMDUNIHODIMADNINNDADEHOWMANNOAEITMIONOMOS TN MO
oaoaaaaaaanoee eSS annE oo TETTaaaaa® NAME why-244
NN NN E N ST IS SONOMNO MO ONNNNAAAAAAAAAAAA OO O EXPNO 10

——= PROCNO 1
Date_ 20141205
Time .35
INSTRUM spect
PROBHD 5mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT CDCI3
NS 16
DS
SWH 8992.806 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 181
DW 55.600 usec
DE .50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1 =:
1H
10.30 usec
PL1 3.00 dB
SFO1 300.1315007 MHz
S| 65536
SF 300.1300101 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 4.00
T T T T T T T T T T T T T T T T T 1
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 1.0 ppm
© olo| [offafalo)o) = ~ <
« || [S|eo|=|o|w|o| o — ©
IS olo| [o]a|a|o|a|o] o o )
n || |=|olo|=lo|=| = o )
-
13
C NMR of compound 8b
N HNO WSO
NOS™—d0non™A NTNOEMOITONCOATT O WVWOHO O o
TFOANNNAO W WM-WWWOWNMHW M0 O 0 — O —
sodesde tr 20NN nnedne s 9 agec o NAME  why-244
NN NNNNNN N COUCCCVOANNHD IO N OO0 O EXPNO 20
R [ T ek e g | DO~ OOn T MO N o PROCI 1
NW \\\} \////// ‘ \]/ ‘ ‘ Date_ 20141205
Time 21.40
INSTRUM spect
PROBHD 5 mm DUL 13C-1
?BLPROG zgpg30
SOLVENT CDCI3
NS 79
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG S
DwW 27.800 usec
DE 6.50 usec
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TD 1
CHANNEL f1
NUC1 13C
P1 12.50 usec
PL1 2.00
SFO1 75.4752953 MHz
CHANNEL f2
CPDPRG2 waltz16
uc2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.74dB
PL13 23.00 dB
SFO2 300.1312005 MHz
S| 32768
SF 75.4677586 MHz
WD EM
et SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 9a

CLNANNLNDINATO HWVWOC NI ® MO
22ORNHELLRNS0N TELegL RS NAME  400MHZ
EXPNO 282
N —— N N Date_ 20141207

Time 17.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 Hz
FIDRES 0.244532 Hz
OH AQ 2.0447731 sec
¥ RG 140.59
A DW 62.400 usec
DE 6.50 usec
TE 297.3 K
v, D1 2.00000000 sec
HO™ TDO 1
P == CHANNEL f1 =
HO OH 400.2424716 MHz
1H
9 14.80 usec
S| 65536
SF 400.2399651 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T
6 5 4 3 2 1 ppm
ola|(m|e] |o « |w|m
o|=|[=[w] |o ~ I
IS EN S IE S IS o
Alell=lol 1= ™ o
13
C NMR of compound 9a
o v n - o0 o wn
o O W O < o ~ o™
© o™ N~
oo ~ oA N o o~ NAME 400MHZ
® ~ © ©© © IORNEN] EXPNO 283
VN NI/ Bac " 2014120
Date_ 20141207
Time 12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT D20
NS 78
DS 4
SWH 24038.461 Hz
OH FIDRES 0.366798 Hz
H AQ 1.3631988 sec
RG 206.33
Dw 20.800 usec
DE 6.50 usec
Ho/""- TE 298.2 K
D1 2.00000000 sec
., D11 0.03000000 sec
HO  OH oo !
9a == CHANNEL f1 ==
SFO1 100.6504916 MHz
NUC1 13C
P1 10.00 usec
Sl 32768
SF 100.6404280 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T
130 120 110 100 90 80 70 60 50

20

T T T
40 30 20

ppm



'H NMR of compound 9b

OO ONNNDWOWITFTMAOADVANONONWOWMOWANTMTWOWAHANMOWLWANODLOMO
FULNANATNOCNOMOANMANAFOMMNANONDODTNNORNEINMOS OO DO D O
R R e s T s B R N e TS T B R R e e N R R R R R RL R R R o
FOOOMOOMONMOMMOMMNOANNNNNNNNNAAAAAAAAAA A A A A A A A A A
NAME 400MHZ
EXPNO 284
PROCNO 1
Date_ 20141207
Time 17.18
INSTRUM spect
PROBED 5 mm PABBO BB/
PULPROG 2930
TD 32768
SOLVENT D20
NS 16
DS 0
SWH 8012.820 Hz
OH FIDRES 0.244532 Hz
= AQ 2.0447731 sec
X RG 125.02
DW 62.400 usec
DE 6.50 usec
| N TE 297.6 K
HO™ ” D1 2.00000000 sec
TDO 1
HO OH CHANNEL f1 =
400.2424716 MHz
1H
14.80 usec
65536
400.2399648 MHz
EM
0
0.30 Hz
0
1.00
T T T T T T T
6 5 4 3 2 1 0 ppm
wlo](m|allo ol o ~(|oof|o —
|||~ ol |l ol ™o Ll
a|o||ov|on||on oflo of || ©
o] |ojo]|lo —| O ™| [Ny ™~
13
C NMR of compound 9b
o™ o Mmoo < MmO N O —
< @ ™~ © W~ o ~mnom o ~
oo Mmoo — mHM NN
o ® ~ o ~ O~ O ™
oo ~ O W Yo < NN N N —
VNN N NAVE  400MHZ
EXPNO 285
PROCNO 1
Date_ 20141207
Time 17.23
OH INSTRUM spect
H PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT D20
_u,| N NS 75
HO DS 4
SWH 24038.461 Hz
% FIDRES 0.366798 Hz
HO OH Al 1.3631988 sec
9b RG 206.33
Dw 20.800 usec
DE 6.50 usec
TE 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 ==;
100.6504916 MHz
13C
10.00 usec
32768
100.6404280 MHz
EM
0
1.00 Hz
0
1.40
T T T T T T T T T T T T T T
130 120 110 100 90 80 70 60 50 40 30 20 10 0  ppm

21



'H NMR of compound 11

N e b
OH OMe
Bno” " " OMe
BnO )Z'OBn
1
L LR ,JV\WL
oo 10 8 B ) 2 5
3C NMR of compound 11
¥ N VN Y |
OH OMe
Bno” " " OMe
BnO 11""OBn
. Lol ed .
ppm‘ ' ' T ' " 0o " e ' " s p ' o

2

2

s
s
wow
sse
1y
E3
B

1D NMR plot peramcters
o o0

Current Data Parameters

NANE huxg-278
=XPNO 20
SAOCND '

=2 - Acquisition Parameters
Jate_ 2008122
Tine 21.48

INSTAUM spect
SFDEHD & mm DUL 1301
2ULPROG 2930

© 50035
SOLVENT coc1s

\s 16

s 0

St 952,805 Hz
=IDRES ©.137218 Hz
aa 3.643BBL5 eec
6 35:

B 55.600 usec
xE 5.00 usec
TE 296.0 K

31 1.00000000 sec
MCREST 0.00000000 seC
MCHRK 0.01500000 sec

GHANNEL 1

et 1H

1 7.00 usec
a1 -1.00
sFot 300.13240LD NHz

=2 - Processing paramsters
s1 5

Ea 300.130007D NHz
o
ss8 o
i) 0.30 Hz
B 0
= 1.00
1D MR plot paramstsrs
ox 22.00 cm
5.0 cm
11.000 ppn
3301.43 Hz
~1.000 ppm
-300.13

0.54345 ppn/cn
163.70728 Hz/cn

Current Data Parameters
AvE huxa-278

eND
SRoCNO 1

- Acquisition Peramcters

Jate_ 20081224

INSTRU

SROBHD 5 mn DUL 13c-1

2ULPRO 230930
6553

SoLVENT coc1a

6.00 usec
258.2
200000000 sec
032000000 set
JELTA 1.80339998 s6r
“cREST 0100000000 sec
WA 0.01500000 sec

CHANNEL £1

130
12.50 usec
2.00 o8

75.475253 Mz

CHANNEL 2
waltz16
1

15.58
200.1312005 Mz
- Proceasing parancters
E
754877480 Wz
e
o
1.00 bz

.40

00 em

pmcH 6.89866 pon/cn
4zcN 52062504 Hz/cm



"H NMR of co

7.347
7.276
7.256
7.238

mpound 12

2.098
2.081
2.066
1.875
1.859
1.846
1.841
1.829

15.06

4.00
2.09
2.01
2.08,
1.03
1.02

1.695
1.678
1.668
1.661
1.651
1.642
1.633
1.615

§

1.589

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT

T T
80 75 7

T T T
.0 65 6.0 55

C NMR of compound 12

-
)
®
N
—

142.40
137.45
137.00
128.56

128.03
127.99
127.93
127.70
104.18

©
o
®
~
—

128.45
128.10

7
é
A

5.0

62.74
53.16
53.00

—

BnO
BnO

-0,

+

12

o

28.45

OMe

26.25

NAME
EXPNO
PROCNO
Date_
Time

INSTRUM

PROBHD
PULPROG

TD
SOLVENT
NS

OMe

CPDPRG!
NUC2

2

T
150 140

T T T
130 120 110

100

23

zz1-369-1
10

1
20100513

15.14

spect

S mm DUL 13C-1
2930

65536

cpC13

16

0
8992.806
0.137219

3.6438515
256
55.600
8.00

298.
1.00000000
1

CHANNEL f1

1H

10.80

3.00
300.1324010

3276
300.1300073
EM

0
0.30
0

1.00

zz1-369-1
12

1
20100513
15.23

spect
5 mm DUL 13C-1

4
17985.611
0.274439
1.8219508

0.03000000
1

Hz
Hz
sec

usec
usec

=

sec
sec

= CHANNEL fl =
13C
12.50 usec
2.00 dB
75.4752953 MHz
= CHANNEL f2 =
waltz16
1H
100.00 usec
3.00 dB
22.33 dB
23.00 dB
300.1312005 MHz
32768
75.4677490 MHz
EM
0
1.00 Hz
0
1.40



MM SO ANME OIS ~OMTORMDOH O ODO 0DV ®D NN DO O
RO RN NDT M ADOT DA TE TALA DT ION PO L DO T MDD D> O
N e B I R R R B I N A s S S R I I B R R X B R R R R A N LI
R N N N R L e T Rt NI I NP N AR P i i i o g
NAME z2z1-368-2
EXPNO 10
PROCNO 1
Date_ 20100518
Time 9.16
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG
O- TD
7 OMe l%](S)LVENT
DS
VP
SWH
BnO OMe FIDRES
“, AQ
RG
BnO OBn il
13 DE
TE
D1
TDO
M
SSB 0
LB 0.30 Hz
C 1.00
=1 D (O[O ~ o| || =1
-1 olr=|S|a|a|le 0 - S
] OO n |- o
T T T T T T T T T T T T T T T 1
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 1.0 ppm
13
C NMR of compound 13
TOMNONEN T~ N
SEONBRRN3SSR S cwmodwavtooma o
Tmoann R arn S&BRaAESIILRES B
P e e A S R
$Hh0nadliilany S socdredadwma soo
I2T233NNNSEY 2 SRECESRERERS SIS

221-368-2

NN N

te_

Time

INSTRUM
OBH

20100518
9.23

OMe

BnO/“" 5_7/\)\0Me

?
N
3 AN
BnO ""OBn
13

0
1.8219508 sec

2.00000000
0.03000000

CHANNEL f1

13c

12.50 usec
2.00 dB
75.4752953 MHz

23.00
300.1312005 MHz
32768
75.4677490 MHz
EM

0
1.00 Hz
0

1.40

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



~ CHNCEONO0 NOONDAMDINO A FE=MANO N S ©
N CENMONO0 NOINAENIOOFO DO A0 T OM o™ &
© NANANNNAAA COONFIFINNNRNDOOS OO A OO O
o S~ LSS ONONNNNNNNNNNN
NAME zz1-370
EXPNO 10
PROCNO 1
Date_ 20100520
Time 22.22
NSTRUM spect
PROBHD S5 mm DUL 13C-1
PULPROG zg30
65536
SOLVENT CDC13
NS 8
Ds 0
swH 8992.806 Hz
FIDRES 0.137219 Hz
(o] 3.6438515 sec
U RG 128
N O DW 55.600 usec
Z+ DE 8.00 usec
BnO TE 299.9 K
H D1 1.00000000 sec
d -:,O TDO 1
Bn Bn
14 CHANNEL £1
NUC1 H
Pl 10.80 usec
PL1 3.00 dB
SFO1 300.1324010 MHz
SI 32768
SF 300.1300342 MHz
WDW M
SSB 0
LB 0.30 Hz
PC 1.00
[] ~ aNN N (2o 0| (=]
@ b Nj©Q | @ e
=] ] © Aalibadl=] - -
-
T T T T T T T T T 1
9 8 7 6 5 4 3 2 1 ppm
C NMR of d14
O compoun
o NV H MDD 0NN
I AN AN TN O D adomns o o <
s QS 0@ w00~ . .
S TOMONNN NN NN N NS NN o ”
IS Ll b it o v [ [ A R I = Q
221-370
11
1
20100520
22.28
Hz
Hz
8 sec
) usec
usec
K
o sec
! (0]
N
Z+
BnO H
7,
BnO OB
14
300
T T T T T T T T T T 1
200 180 160 140 120 100 80 60 40 20 ppm
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NAME zz1-372
EXPNO 20
PROCNO 1
Date_ 20100525
Time 0.48
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
65536
SOLVENT CDC13
NS 16
DS 0
SWH 8992.806 Hz
FIDRES 0.137219 Hz
AQ 3.6438515 sec
RG 228.1
HO DW 55.600 usec
DE 8.00 usec
TE 304.2
ez D1 1.00000000 sec
Bno TDO 1
Y CHANNEL f1 =
1H
BnO 15 OBn 10.80 usec
3.00 dB
300.1324010 MHz
32768
300.1300101 MHz
EM
0
0.30 Hz
0
1.00
jo ~ jl‘, (e 0| M LURIE=IERd =
8 & 21883 28 8158|I]|IR| |=
w S @) S| |eif = S| |s|s||=|l8] |s
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 3.5 3.0 2.5 2.0 1.5 1.0 ppm
13
C NMR of compound 15
NN ®DONON DY = On
R R AR R I O MNMEOOTMRND T T O soa
SREIIRI0ERET8L SOl EnSISRIIRTR e 32506
BRI e e 23609
B N NN T
ool adddTalana e e R R g cew 9
peuREi R R R R R SEOSRLRRNERES38GT §88 2
\\N% \\ \// \ NAME zz1-372
EXPNO 22
PROCNO 1
Date_ 20100525
Time 7.40
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 6268
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 9195.2
HO DW 27.800 usec
DE 8.00 usec
TE 304.3 K
D1 2.00000000 sec
D11 0.03000000 sec
Zaa DO 1
BnO
', CHANNEL f1
% NUC1 c
BnO OBn Pl 12.50 usec
15 PL1 2.00 dB
SFO1 75.4752953 MHz
CHANNEL f2
CPDPRG2 waltzlé
NUC2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.33 dB
PL13 23.00 dB
SF02 300.1312005 MHz
SI 32768
SF 75.4677490 MHz
WDW EM
\ II | - :
LB 1.00 Hz
GB 0
T T T T T T T T T T T T T ] Fe 140
140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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COSY of compound 15
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HSQC of compound 15

ppm
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NAME 221-374
EXPNO 41
PROCNO 1
Date_ 20100706
Time 17.04
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG cosygpgf
™D 2048
SOLVENT cpCl3
NS 4
DS 8
SWH 2777.778 Hz
FIDRES 1.356337 Hz
20 0.3686900 sec
RG 64
DW 180.000 usec
DE 8.00 usec
TE 300.5 K
DO 0.00000300 sec
D1 1.42790902 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00036000 sec
CHANNEL f1
1H
10.80 usec
10.80 usec
3.00 dB
300.1312254 MHz
= = GRADIENT CHANNEL
GPNAM1 SINE.100
GPzl 10.00 %
P16 1000.00 usec
NDO 1
™D 45
SFO1 300.1312 MHz
FIDRES 61.728394 Hz
sw 9.255 ppm
FnMODE oF
sI 1024
SF 300.1300185 MHz
WDW SINE
SSB 0
LB 0.00 Hz
GB 0
PC 1.40
sI 1024
Mc2 oF
SF 300.1300097 MHz
WDW SINE
SSB 0
LB 0.00 Hz
GB 0
NAME 2z1-374-hsgc
EXPNO 1
PROCNO 1
Date_ 20100706
Time 17.21
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG hsqcetgp
2048
SOLVENT CDC13
NS 4
Ds 16
SWH 2997.602 Hz
FIDRES 1.463673 Hz
AQ 0.3416564 sec
RG 14596.5
oW 166.800 usec
DE 8.00 usec
TE 300.9 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 0.00004140 sec
ZGOPTNS
CHANNEL f1
NUC1 1H
Pl 10.80 usec
P2 21.60 usec
P28 1000.00 usec
PL1 3.00 dB
SFO1 300.1315007 MHz
CHANNEL f2
CPDPRG2 garp
NUC2 13C
P3 12.50 usec
P4 25.00 usec
PCPD2 90.00 usec
PL2 2.00 dB
PL12 19.15 dB
SFO2 75.4737864 MHz




HSQC of compound 15

ppm
a5
3 50
: 55
3 0 60
% 0 65
70
— W @
1 C75
-3
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HO
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BnO 15 OBn
95
T T T T T T T T T T T T T T
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NOE of compound 15
5 JUUUM
HO
VAL
BnO
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28

NAME 2z1-374-hsqc
EXPNO 1
PROCNO 1
Date_ 20100706
Time 17.21
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG hsqcetgp
TD 2048
SOLVENT cDC13
NS 4
DS 16
SWH 2997.602 Hz
FIDRES 1.463673 Hz
2Q 0.3416564 sec
RG 14596.
bW 166.800 usec
DE 8.00 usec
TE 300.9 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 0.00004140 sec
2GOPTNS
CHANNEL £1
NUC1
Pl 10.80 usec
P2 21.60 usec
P28 1000.00 usec
PL1 3.00 dB
SFO1 300.1315007 MHz
CHANNEL £2
CPDPRG2 garp
NUC2 13C
P3 12.50 usec
P4 25.00 usec
PCPD2 90.00 usec
PL2 2.00 dB
PL12 9.15 dB
SFO2 75.4737864 MHz
Current Data Parameters
NAME zz1-374-xuanzexingj
EXPNO 136
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100824
Time 16.45
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG selnogp
TD 32768
SOLVENT CDC13
NS 64
DS 4
SWH 17985.611 Hz
FIDRES 0.548877 Hz
AQ 0.9110004 sec
RG 228.1
DW 27.800 usec
DE 6.00 usec
TE 298.2 K
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
D20 0.39879999 sec
TDO 1
= CHANNEL f1
8.60 usec
17.20 usec
36700.00 usec
120.00 dB




'H NMR of compound 16

HO
o
HO
HO  oH

4.047
4.039
3.599
3.594

——3.798
—3.124

_
T~—~14.002
~

C NMR of compound 16

——65.09
——62.80

__—82.33
——381.08
__—67.66
T~—561.18
__—25.31
———24.30

160 150 140 130 120

NAME 221-392-H
EXPNO 10
PROCNO 1
Date_ 20100705
Time 2.02
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2g30
TD 65536
SOLVENT D20
NS 1
DS 0
SWH 8992.806
FIDRES 0.137219
AQ 3.6438515
RG 256
DW 55.600
DE 8.00
TE 300.1
D1 1.00000000
TDO 1
CHANNEL f1

1H

10.80

3.00

300.1324010

276
300.1300000
EM

0
0.30
0
.00

Time
INSTRUM
PROBHD
PULPROG
D

SOLVENT

17985.611 Hz
0.274439 Hz
1.8219508 sec

waltzl6
1H

00 usec
00 dB
33 dB
00 dB
05 MHz
2768
75.4677490 MHz

10

2

2
300.131
3

0
1.00 Hz

0
1.40

Hz
Hz
sec

usec
usec

sec

usec
dB
MHz

MHz



'"H NMR of compound 18

7.378
7.367
7.354
7.348
7.335
7.324
7.316
7.305
7.282
7.276
7.261
4.608
4.589
4.579
4.571
4.554
4.543
4.523
4.488
4.468
4.200
4.193
4.187
4.160
4.153
4.146
4.092
4.086
4.080
3.817
3.808
3.686
3.677
3.669
3.660
3.615
3.605
3.599
2.944
2.929
2.914
2.817
2.807
2.787

N e e L —ar—

’
S, N
BnO
k>
BnO OBn
18
2 85188151388 88
g g-||O|F|F||F|o|d o |-
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 3.5 3.0 2.5 ppm
13
C NMR of compound 18
ow camomo o
3 S58d8388 B
e macdoe o
® % FEoEoo B
\\V // NAME 221-325
EXPNO 12
PROCNO 1
Date_ 20091229
Time 9.46
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gig30
™D 32768
SOLVENT cpci3
NS 192
DS 0
SWH 18832.393 Hz
FIDRES 0.574719 Hz
A0 0.8700404 sec
RG
DW 26.550 usec
DE 8.00 usec
TE 292.3 K
D1 2.00000 sec
o) D11 0.03000000 sec
0 DO 1
Pj 77777777 CHANNEL f1 ========
Nuc1 13C
Zaa p1 12.50 usec
BnO PLL 2.00 dB
SFO1 75.4752953 MHz
sy
BnO OBn = CHANNEL f2
18
usec
dB
22.33 dB
300.1312005 MHz
32768
75.4677490 MHz
EM
1.00 Hz
1.40
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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DEPT135 of compound 18
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NAME 221-325
EXPNO 13
PROCNO 1
Date_ 20091229
Time 9.53
INSTRUM spec
PROBHD 5 mm DUL 13C-1
PULPROG dept135
D 32768
SOLVENT CDC13
NS 203
DS 0
SWH 18832.393 Hz
FIDRES 0.574719 Hz
20 0.8700404 sec
RG 64
DW 26.550 usec
DE 8.00 usec
TE 2.2 K
CNST2 145.0000000
D1 1.50000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1

CHANNEL f1
NUC1 13C
Pl 12.50 usec
P2 25.00 usec
PL1 2.00 dB
SFO1 75.4752958 MHz
CHANNEL £2
CPDPRG2 waltzlé
NUC2 1H
P3 10.80 usec
P4 21.60 usec
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.33 dB
SFO2 300.1312005 MHz
ST 3276
SF 75.4677490 MHz
WDW EM
5SB 0
LB 1.00 Hz
GB 0
PC 1.40

NAME 221-325

EXPNO 11

PROCNO 1

Date_ 20091229

Time 9.37

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG cosygpaf

D 2048

SOLVENT cpc13

NS 1

DS 8

SWH 2688.172 Hz

FIDRES 1.312584 Hz

20 0.3809780 sec

RG 6

DW 186.000 usec

DE 8.00 usec

TE 292.5 K

DO 0.00000300 sec

D1 1.36155403 sec

D13 0.00000400 sec

D16 0.00020000 sec

INO 0.00037200 sec

CHANNEL f1 =
1H
10.80 usec
10.80 usec

3.0
300.1311874

GRADIENT CHANNEL

SINE.100
10.00
1000.00
1

128
300.1312
21.001345
8.957

QOF

1024
300.1300104
SINE

0
0.00
0
1.40
1024

QF
300.1300104
SINE

0
0.00
0

0 dB
MHz

usec

MHz
Hz
ppm

MHz

Hz

MHz

Hz



HSQC of compound 18

NAME zz1-325-hsqgc
EXPNO 20
PROCNO 1
Date_ 20091229
Time 17.04
ppm INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG hsqgcetgp
D 2048
SOLVENT cpel3
4
30 16
2997.602
— e 1.463673
0.3416564
18390.4
E, 166.800
O 8.00
NI 292.8
S, 145.0000000
BnO L 50 0.00000300
E / 1.50000000
2 0.00172414
BnO OBn 0.03000000
18 0.00000400
£ 60 0.00020000
0.00003310
— o = CHANNEL fl ===
" 70 1
— @ e 10.80
21.60
_ 1000.00
3.0
80 300.1315007
3 0 = = CHANNEL f2 ===
° BnO CPDPRG2 garp
NUC2 13C
90 P3 12.50
P4 25.00
PCPD2 90.00
PL2 2.00
PL12 19.15
T f T T T f SF02 75.4752958
5.0 4.5 4.0 3.5 3.0 2.5 2.0 ppm
,,,,,, FOARTENT ~uANNET
NOESY of compound 18
H,H,H; HsHgHg
ppm
-2.6
Current Data Parameters
NAME zz1-325-NOE
EXPNO 9
2.8 PROCNO 1
F2 - Acquisition Parameters
Date_ 20091230
= Time 9.23
3.0 INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG noesygpphpp
,3_2 2048
SOLVENT CDC13
NS 4
DS 16
- SWH 5387.931 Hz
3.4 FIDRES 2.630826 Hz
AQ 0.1901044 sec
H6 gvﬁ 92 égé
L .800 usec
3.6 DE 6.50 usec
TE 298.1 K
Do 0.00008185 sec
,3.8 D1 1.50000000 sec
D8 0.80000001 sec
D11 0.03000000 sec
D12 0.00002000 sec
,4'0 D16 0.00020000 sec
INO 0.00018560 sec
H2 CHANNEL f1
74 2 NUCl 1H
h Pl 8.60 usec
P2 17.20 usec
P17 0.10 usec
- PL1 -1.00 dB
4'4 PL10 9.85 dB
PL1W 31.62277603 W
PL10W 2.60015941 W
g L4.6 sFO1 600.1324005 MHz
GRADIENT CHANNEL
GPNAM1 SINE.100
74 8 GPNAM2 SINE.100
- GPZ1 40.00 %
GPZ2 -40.00 %
P16 1000.00 usec
T T T T T 5.0 - . R

T T T T T T T
50 48 46 44 42 40 38 36 34 32 3.0 28 26 ppm
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'H NMR of comp

ound 19
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NAME zz1-326
EXPNO 10
PROCNO 1
Date_ 20091230
Time 7 4
INSTRUM spec
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
Ds 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
OH AQ 5.3084660 sec
T RG 228.1
DW 81.000 usec
11 DE 8.00 usec
Za OH TE 3.6 K
BnO D1 1.00000000 sec
TDO 1
2 = CHANNEL f1
BnO OBn
19 10.80 usec
3.00 dB
300.1318534 MHz
32768
300.1300067 MHz
EM
0
0.30 Hz
0
1.00
A
d o D O|N|=| [T IE=1
~ bt e i
19| | oS|r|m|a| (o -
T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
13
C NMR of compound 19
NTAETowmMMm Ao T
SaFRTIISIS8RRE o muEcooo 0
NS anesnn 23 038bamand J
@ 0w 0w L 1eeane s !
R RS I SRS RS ENE NN Oy madooar o o
jupupcn R R R R 2 CRERSGL 5
NAME 221-326
EXPNO 12
PROCNO 1
Date_ 20100122
i 13.16
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgig30
32768
SOLVENT CDC13
NS 256
DS 0
SWH 18832.393 Hz
FIDRES 0.574719 Hz
B0 0.8700404 sec
RG 5160.6
DW 26.550 usec
DE 8.00 usec
TE 294.2 K
OH D1 2.00000000 sec
| D11 0.03000000 sec
N TDO 1
AL OH
CHANNEL f1
Bno NUC1 13
% Pl 12.50 usec
% PL1 2.00 dB
BnO OBn SFO1 75.4752953 MHz
19 CHANNEL f2
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 100.00 usec
PL2 3.00 dB
PL12 22.33 dB
SFO2 1312005 MHz
sI 32768
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
T T T T T T T T T T T T T T T |
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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HSQC of compound 19

ppm

920

OH

NAME

TD
SOLVENT
NS

DS
SWH
FIDRES
20

RG
bW

N0
ZGOPTNS

T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 3.0 25 20 1

T T
1.0 05

5
H NMR of compound 20
avoT@o © & o
NN n T NO
M NN NNN Ll el o
AR G
0
N+
Vs A
BnO OH
BnO __ ©Bn
20
| J
3 3|N(elslgls 8
gé ||| |r|re3 o
T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 4 35 30 25 20 15 1.0 ppm

221-326-hsqc
1

1
20100122

13.34

spect

5 mm DUL 13C-1
hsqcetgp

2048

cpcl3

4

16
2394.636 Hz

29
145.0000
0.00000300 sec
1.50000000 sec
0.00172414 sec
0.03000000 sec
0.00000400 sec
0.00020000 sec
0.00004415 sec

= CHANNEL f1 ====:

NUCL 18
=100 #1 10.80 usec
P2 21.60 usec
P28 1000.00 usec
PLL 3.00 dB
SFOL 300.1312005 MHz
L ======== CHANNEL f£2 ====
120 cooerce
NUC2
P3
Pd
PCPD2
PL2
~140 L2
SFO2 75.4734091 MHz
====== GRADIENT CHANNEL =====
GPNAML SINE.100
ppm
NAME 2z1-311-p2
EXPNO 10
PROCNO 1
pate_ 20100105
Time 17.11
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT cpel3
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
Q 5.3084660 sec
G 40.
DW 81.000 usec
DE 8.00 usec
TE 292.7 K
D1 1.00000000 sec
TDO 1

CHANNEL f1 =

1H
10.80
3.0

300.1318534 MHz

32768
300.1300152
EM

0
0.30 Hz

0

1.00



C NMR of compound 20
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NAME 221-311-p2
EXPNO 12
PROCNO 1
Date_ 20100105
i 17.19
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gig30
™ 32768
SOLVENT CDC13
NS 152
DS 0
s 18832.393 Hz
FIDRES 0.574719 Hz
aQ 0.8700404 sec
RG 256
W 26.550 usec
DE 8.00 usec
TE 293.0 K
_ D1 2.00000000 sec
o) D11 0.03000000 sec
T TDO 1
N+
/“I.. N CHANNEL f1 ;3(:
BnO OH 12.50 usec
2.00 dB
% 75.4752953 Mz
BnO 20 OBn CHANNEL £2 =
waltzl6
10
100.00 usec
3.00 dB
22.33 ds
300.1312005 Mz
3276
75.4677490 Mz
M
0
1.00 Hz
0
Ll L PTRPRROTS " L TN 1.40
Vi Y " v o e o]
T T T T T T T T T T T T T T T 1
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
H NMR of compound 21
©m Mmoo DV NN VOO 0T OOEMOLNTO0ONDF MO T O X
T ®DE DM BMONMATOINONOI N O ODOIM O N © OO ™
BN COONTMNNOOBENEECEE OO A A1 OO OO0 R NN
SRR RS I LTSS ILTONONOOOMNMONNNNNNNN NN Ao o
NAME 221-311-pl
EXPNO 10
PROCNO 1
Date_ 20091214
ime 9.41
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
™ 65536
SOLVENT CDC13
NS 16
DS 2
suH 6172.839 Hz
- FIDRES 0.094190 Hz
0 a0 5.3084660 sec
y RG 71.8
D 81.000 usec
P, DE 8.00 usec
+ E 295.3
BnO OH Dl 1.00000000 sec
TDO 1
’9' CHANNEL f1 =
BnO OBn Tn
21 10.80 usec
3.00 B
300.1318534 MHz
32768
300.1300131 MHz
EM
0
0.30 Hz
0
1.00
J\ﬁx )
< of|e| (¢|@]= (ol
- =l 2|22 -2
0 ©O||m| -(|o|N |
Ead
T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
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C NMR of comp
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EXPNO 12
PROCNO 1
Date_ 20091214
Time 9.48
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 61
DS 4
. SWH 17985.611 Hz
(0] FIDRES 274439 Hz
| A0 1.8219508 sec
RG 16384
DW 27.800 usec
BnO % OH DE 8.00 usec
TE 295.4 K
o Dl 2.00000000 sec
D11 0.03000000 sec
BnO 21 OBn TDO 1
= CHANNEL f1 =
13¢
12.50 usec
.00 dB
75.4752953 MHz
= CHANNEL f£2 =
CPDPRG2 i
NUC2
PCPD2 ) usec
PL2 dB
PL12 dB
PL13 dB
SFO2 MHz
ST
SF 0 MHz
WDW M
SSB 0
LB 1.00 Hz
GB 0
o e " " " Y " PC 1.40
# h " W
T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10  ppm
NMR of compound 23
TTOTOmW 0N~ PANTNOEVNMOHEINOVNVINNNNDM @O M O ©
FTOPMNO N RE M MANDOHLMOEMI N DO DD NDNF TN O 0y ® O
R R R R RSENENRNRN MDY ST TTMONMOCNDO®DBO OO 0000
e I TIT SIS TIIIONNNNNNNNNNN NN NN NN o
Current Data Parameters
NAME z1-367-noe
EXPNO 571
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100520
Time
INSTRUM spect
PROBHD 5 mm BBI 1H-BB
PULPROG 2g30
HO TD 65536
% SOLVENT cpe13
NS 16
DS 0
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
/Ilz,, RG 57
bW 27.800 usec
BnO DE 6.00 usec
A TE 298.2 K
3 Dl 2.00000000 sec
BnO OBn 00 B
23 = CHANNEL f1 =
NUC1 1H
Pl 8.60 usec
PL1 -1.00 dB
PL1W 31.62277603 W
SFO1 348010 MHz
F2 - Processing parameters
ST 32768
SF 600.1300000 MHz
WDW
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
< O] (=] i
0| Qoo =] -
S ﬁ == Fj\m - ==
=
T T T T T T T T T T 1
75 70 65 60 55 50 &5 &0 35 30 25 .0 15 1.0 ppm
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C NMR of compound 23

WOWWO MO
Ao o Mmmn ™~ © ST MmN 0
e e e WO~ ©
@ @~ 0w~~~ Ce e e
M OONNNN NN MW MmN O o [
o o e ®e =~~~ o ™
NAME
EXPNO

BRO
Date_
Time
INSTRUM
PROBHD
PULPROG

W

D
SOLVENT

HO,

N

S,
BnO

o

BnO OBn

23

T T T T
160 140 120 100 80 60 40 20 ppm

HSQC of compound 23

S VR

23.00 dB
300.1312005 MHz
32768
75.4677490 MHz
EM
0
1.00
0
1.40

NAME

XPNO

PROCNO
Dat

221-367-hsqc
1

1
20100518
8.54

spect
5 mm DUL 13C-1
hsqeetap
2048
- 20
] 5995.204 Hz
& 2.927346 He
— 0.1
9 - 40t i
2
145.0000000
L 60 0.00
1.50
— ] 0.00172414
0.03000000
0.00000400
0.00020000
0 L 8o 0100002650
? CHANNEL £1
18
, 10.80 usec
4 . L >2 21.60 usec
100 =25 1000000 usec
PLL 3.00 dB
sFO1 300.1324010 Mz
CHANNEL £2
CPDPRG2
120 yoc2
3 12.
[N B4 25
BCED2 9
PL2 2.00 dB
— L PL12 9.15 dB
140 502 75.4752958 Mz

75 7.0

T
6.5

T T
60 55 5

.0 45

T
4.0

T T
3.5 3.0
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NOESY of compound 23

ppm

Co@

1.0

3.5

4.0
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44 42 40 3.8 3.6 3.4 3.2 3.0 28 26 24 22 2.0 1.8 1.6
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Current Data Parameters

NAME zz1-367-noe
EXPNO 64
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100520
Time 8.08
INSTRUM spect.
PROBHD 5 mm BBI 1H-BB
PULPROG noesygpph
2048
SOLVENT cDC13
NS 4
DS 16
SWH 5387.931 Hz
FIDRES 2.630826 Hz
AQ 0.1901044 sec
RG 45.3
bW 92.800 usec
DE 6.50 usec
TE 298.3 K
Do 0.00008185 sec
D1 2.00000000 sec
D8 0.80000001 sec
D16 0.00020000 sec
INO 0.00018560 sec
CHANNEL f1
NUC1 1H
Pl 8.60 usec
P2 17.20 usec
PL1 -1.00 dB
PL1W 31.62277603 W
SFO1 600.1324005 MHz
GRADIENT CHANNEL
GPNAM1 SINE.100
GPNAM2 SINE.100
GPz1 40.00 %
GPZ2 -40.00 %
P16 1000.00 usec

F1 - Acquisition parameters
1

D 256
SFOL 600.1324 MHz
FIDRES 21.046597 Hz
sw 8.978 ppm
FnMODE States-TPPI

F2 - Processing parameters
SI 1024




'H NMR of compound 24
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

NAME
EXPNO

PROCNO

Date_
Time

INSTRUM
PROBHD
PULPROG

TD

SOLVENT

CPDPRG2

NUC2
PCPD2
PL2
PL12
PL13
SFO2
SI

SF
WDW

zz1-394-freebase

1

20100909

15.23

spect

5 mm DUL 13C-1

0
8992.806 Hz
0.137219 Hz

3.6438515 sec

1

55.600 usec
8.00 usec

301.4
1.00000000 sec
1

CHANNEL f

3.00 dB
300.1324010 MHz
32768
300.1300000 MHz

EM

0
0.30 Hz
0

1.00

zz1-394-freebase

10

1

20100909

15.14

spect

5 mm DUL 13C-1
29pg30

65536

D20

144

4
17985.611
0.274439
1.8219508
16384
27.800
8.00

301.3
2.00000000
0.03000000
1

CHANNEL f1 =
13C

12.50

2.00
75.4752953

CHANNEL f2 =:
waltzlé

1H

100.00

3.00

23.00
300.1312005
32768
75.4677490
EM

0
1.00

0
1.40

Hz
Hz
sec

usec
usec

sec
sec




