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H NMR of Compound 2
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Current Data Parameters

NAME hmfC0291
EXPNO 1
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20110608
Time 11.09
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60

TD 32768
SOLVENT cDcl3

NS 8

DS 2

SWH 5411.255 Hz
FIDRES 0.165138 Hz
AQ 3.0278132 sec
RG 256

DW 92.400 usec
DE 10.00 usec
TE 298.0 K
D1 10.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

F2 - Processing parameters

sI 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.40
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H COSY NMR of Compound 2
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Current Data Parameters
NAME

I1trD0113
EXPNO 8
PROCNO 1
USeR majoral
F2 - Acquisition Parameters
Date_ 20110515
Time 6.01
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG  Is_cosygpgf
R “0%6
SOLVENT coci3
NS 2
DS 8
SWH 5208333 Hz
FIDRES 1.271566 Hz
AQ 0.3932660 sec
RG 14
ow 96.000 usec
DE 10.00 usec
TE 2980 K
0 0.00000300 sec
D1 2.00000000 sec
d13 0.00000400 sec
D16 0.00020000 sec
N0 0.00019225 sec
MCREST 0.00000000 sec

NUC1

PO 9.70 usec
28 9.70 usec
1 1.00 dB

e GRADIENT CHANNEL
GPNAM1 SINE.100
GPNAM2 SINE.100

GPX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPZL 10.00 %
G2 10.00 %
P16 1000.00 wsec
F1 - Acquisition parameters
NDO 1

TD 26
SFO1 400.132 MHz
FIDRES 20318596 Hz
W 13.000 ppm
FrMODE QF

F2 - Processing parameters
q 4096

SF 400.1300000 MHz
wow QSINE
58 2

1:3 0.00 Hz
GB 0

PC 140

F1 - Processing parameters
b 4096

MC2 QF

3 400.1300000 MHz
wow QSINE
S8 2

8 0.00 Hz
[e:] 0
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H TOCSY NMR of Compound 2
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Current Data Parameters

NAME trD0113
EXPNO 10
PROCNO 1
USR majoral
F2 - Acquisition Parameters
Date_ 20110515
Time 719
INSTRUM spect
PROBHD 5 mm BBO BBf2H
PULPROG Is_mlevph
b2 409
SOLVENT cna3
NS 8
s 16
SNH 5208333 Hz
FIDRES 1.271566 Hz
AQ 03932660 sec
RG 256
ow 96.000 usec
DE 10.00 usec
TE 280K
d 0.00008595 sec
D1 0.20000000 sec
1] 0.06000000 sec
0.00002000 sec
FACTOR1 4
o 0.00019225 sec
i 24
MCREST 0.00000000 sec
MCWRK 0.10000000 sec
SCALEF 6
STICNT 128
mm s mmemm CHANNEL f1 ==
NUCL 1H
m 970 wsec
-3 2334 wsec
% 35.00 usec
o7 70.00 usec
Pz 2500.00 usec
AL -1.00 &8
P10 10.15d8
SF01 400.1322007 MHz

F1 - Acquisition parameters
NOO 1

™ 56

01 400,132 MHz
FIDRES 20318596 Hz

W 13.000 ppm

FnMODE States-TPPI

F2 - Processing parameters
S 4096

& 4001300000 MHz
WOW QSINE
S8 2

LB 0.00 Hz
G3 0

C 140

F1 - Processing parameters
g 4096

MC2 States-TPPI

B 4001300000 MHz
WOW QSINE
<58 2

I:] 0.00 Hz
G 0
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Current Data Parameters

NAME 1trD0113
EXPNO 3
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20110515
Time 2.24
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG 1s_zg60dc
™D 32768
SOLVENT CDC13
NS 26000
Ds 4
SWH 25125.629 Hz
FIDRES 0.766773 Hz
AQ 0.6521332 sec
RG 36780.8
oW 19.900 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
dli 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
=== CHANNEL f] sss=zs===
NUC1 13¢
Pl 7.30 usec
PL1 0.00 @B
SFO1 100.6233333 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
Nuc2 1H
PCPD2 92.00 usec
PL2 -1.00 dB
PL12 17.94 dB
SF02 400.1318006 MHz
F2 - Processing parameters
sI 65536
SF 100.6127690 MHz
WDwW EM
S5B 0
LB 1.00 Hz
GB 0
PC 0.30
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JMOD NMR of Compound 2
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Current Data Parameters

NAME 1trp0113
EXPNO 5
PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20110515

Time 4.14
INSTRUM spect
PROBHD 5 mm BBO BB/2H
PULPROG 1s_jmod

TD 32768
SOLVENT CDC13

NS 1200

DS 4

S 25125.629 Hz
FPIDRES 0.766773 Hz
a0 0.6521332 sec
RG 26008

oW 19.900 usec
DE 10.00 usec
TE 298.0 K
CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
dz0 0.00689655 sec
DELTA 0.00000929 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUCLl 13cC

Pl 7.30 usec
p2 14.60 usec
PL1 0.00 as
SFO1 100.6233333 MHz
======== CHANNEL f2 =====s==
CPDPRG2 waltzl6

NUC2 1H
PCPD2 92.00 usec
PL2 -1.00 dB
PL12 17.94 dB
SFO2 400.1318006 MHz
F2 - Processing parameters
153 8 65536

SF 100.6127690 MHz
WDW EM

ssB 0

LB 1.00 Hz
GB 0

PC 1.40



13C
DEPT NMR of Compound 2
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QVld tyramine + pir-2-carboxaldehyde
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Current Data Parameters

NAME 1trD0113
EXENO “
PROCNO 1
USER majoral
F2 - Acquisition Parame
Date_ 20110515
Time 3.19
INSTRUM spect
PROBHD S mm BBO BB/2H
PULPROG 1s_dept135
TD 32768
SOLVENT CDC13
NS 1200
Ds 4
SWH 25125.629
FIDRES 0.766773
AQ 0.6521332
RG 29193
D 19.900
DE 10.00
TE 298.0
CNST2 145.0000000
D1 2.00000000
a2 0.00344828
aiz 0.00002000
DELTA 0.00000929
MCREST 0.00000000
MCWRK 0.01500000
======== CHANNEL £l ===
NUC1l i3c
Pl 7.30
p2 14.60
PL1 0.00
SFO1 100.6233333
======== CHANNEL £f2 ===
CPDPRG2 waltzl6
NUC2 1H
P3 10.40

4 20.80
PCPD2 92.00
PL2 -1.00
PL12 17.94
SFO2 400.1318006
F2 - Processing paramet:
ST 65536
SF 100.61276%0
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
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3C HMBC NMR of Compound 2
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Qurrent Data Parameters
IrDo113
6

PROCNO 1
USER majoral

F2 - Aquisition Parameters
Date_ 20110515
Time 415
INSTRUM pedt
PROBHD 5 mm BBO 88/2H
PULPROG Is_hmbegpndgl

™ 4096
SOLVENT coas
NS 2

16

208.333 Hz

FIDRES 1271566 Hz

32660 sec

23170.5

ow 96.000 usec
DE 10.00 usec
TE 2980K
ONST2 8.

0.06250000 sec
D16 0.00020000 sec
I 0.00001988 sec
0.00000000 sac

===z==z==x CHANNEL] =====1
Nuct 1H

23 9.70 usec
p2 15.40 us=c
P

-1.00 dB
SFO1 400.1322007 MHz
——— INELR2 =====2
NUQ2 13C
3 7.00 usec
2 0.00 g8
SFO2  100.6233333 MHz
====== GRADIENT CHANNEL ==
GPNAML

GPX1 0.00 %
GPa 0.00 %
GPG 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZL 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1000.00 usec
F1 - Aquisition parameters
NDO 2

T 6

SFO1 100.6233 Mrz
FIDRES 9B8.270439 Hz
sw 250.014 ppm
FOMODE oF

F2 - Processing parameters
St 4096

wow QSINI
58 2
B 0.00 Hz
GB []
Ed 140

F1 - Processing parameters
St 4096
M2 QF
SF 100.6127690 Mz
wow QSINE

2
B 0.00 Hz

GB 0



C HMQC NMR of Compound 2

Current Data Parameters
NAME rpo113
EXPNO 7

PROCNO 1
USER majoral

F2 - Acquisition Paramelters
Date 20110515
Time 438
INSTRUM sped
A PROBHD 5 mm BBO 88/2H
PULPROG  Is_hmaeopal
0 Bor
NS )
i DS 4
L10 SWH 5208.333 Hz
FIDRES 1271566 Hz
L "M 0.3932660 sec
G 26008
10.00 usec
+ TE 298.0K
CNST2 _ 145.0000000
F30 do 0.00000300 sec
D1 2.00000000 sec
& 3 a2 000344828 s=c
di2  0.00002000 sec
40 413 0.00000400 sec
D16 0.00020000 sec
r DELTAI  0.00222428 sec
L 50 IND  0.00001988 sec
MCREST  0.00000000 sec
L MOWRK  2.00000000 sec
| ======== CHANNELf{ ======:
— <¢> 60 NuCt 1H
- P1 9.70 usec
gfl lsﬁ\:;:
- -1
70 SFOI  400.1322007 MHz
— ======== CHANNELR ======:
% e
r P3 7.00 usec
PCPD2 98.00 usec
90 22 0.00 B
| g pLI2 229248
5 SFo2 1006233333 Mz
100 & ====== GRADIENT CHANNEL ===
L GPNAML  SINE.100
& GPNAM2  SINE.100
[0 T gwe e
o 3 P2 0.00 %
120 G oom
5 8 G2 0.00 %
A & L eova 2.00 %
GPZ1 50.00 %
B ‘# 130 G2 30.00%
GPZ3 40.10 %
e & i 16 1000.00 usec
140 :&m’s&ﬂm garamews
] I ngm oznsguamx
SR 1E 1004
150 FIDRES  98.270439 Hz
ﬂ L SW 250.014 ppm
J_." \ 160 FMODE QF
f' g-hm‘maramm;
HO N SF 400.1300000 MHz
170 wow QSINE
Il ssB 2
r ga 0.(:)0»1:
H 180 °C 140
i g-ko&ngpanme(ss
-190 .
M2 QF
L SF 100.6127650 MHz
wow QSINE
L ssB 2
|-|-|'|'|'|-|~|-|-|-|-|-|'|'|-|'1'»-|~|-|200 ‘L;BB(LD:MZ
100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0.0

f2 (ppm)
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H NMR of Compound 2a
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13

C {TH} NMR of Compound 2a

LERRR S&INME S n 2 SRS
GRREE RR8RLR 3 g 4 88
2Ny 2NN | | VY

r T T T T T T T T . T T T T T T T T T T T T T - T o T o T - T o T o T N T
)0 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)

S20

Current Data Parameters

NAME hmfGO252
EXPNO 2
PROCNO 1

2 - Acquisition Parameters
Date_ 20200723
Time 0.02
INSTRUM spect

PROBHD 5 mm PABBO B8-
PULPROG  Is_2gdc60
™

65536
SOLVENT DMSO
NS 3000
s 4
SAH 23148.148 Hz
FIDRES 0.353213 Hz
AQ 14156276 sec
RG 2050
ow 21.600 wsec
DE 650 usec
TE 280 K
D1 1.00000000 sec
D11 0.03000000 sec
DO 1
........ CHANNEL f1 ==
NUCL 13C
PL 9.30 usec

........ CHANNEL £2 ==
CPDMRG2 waltz16
NUC2 1H

w12 0.41136000 W
SF02 400.1616006 MHz

F2 - Processing parameters

B 13102

C 1006203130 MHz
wow M
SsB 0

LB 1.00 Hz
(e-]

PC 150
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C JMOD NMR of Compound 2a
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NAME hmfGo252
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200723
Time 2
INSTRUM spect

PROBHD 5 mm PABBO BB

PULPROG Is_jmod
™ 65536
Me—0O AQ_\_ H SOLVENT DMSO
NS 2880
N s 4

SWH 23148.148 Hz
FIDRES 035213 Kz
i \ AQ 1.4156276 sec
N RG 2050
ow 21600 usec
N DE 6.50 usec
TE 280K

CNST2 145.0000000
CNST11 1.0000000
D1 1.00000000 sec

D20 0.00689655 sec
TDO 1
-------- CHANNEL f1 =
NUC1 13C

28 930 usec
P2 18.60 usec

-------- CHANNEL f2 =
CPDPRG2 waltz16
NUC2 1H
PCPD2 90.00 usec

w2 17.00000000 W
| w12 041136000 W
| SF02 400.1616006 MHz
F2 - Processing parameters
131072

1006203130 MHz
BM

1.00 Hz

150
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C HMQC NMR of Compound 2a
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NAME hmfLo033
EXPNO 3
PROCNO 1

USER eqm

F2 - Acquisition Parameters
Date_ 20200723
Time 1520
INSTRUM

ped
PROBHD 5 mm T8O BE-1H
PULPROG  Is_hmgegpafl
T 4096

SOLVENT DMSO

NS 8

oS

SwH 7183.908 Hz
FIDRES 1.753884 Hz
AQ 0.2851316 sec
RG 5160.6

ow 69.600 usec
DE 10.00 usec

TE 297.9K

CNST2 145.0000000

do 0.00000300 sec
D1 2.00000000 sec
d2 0.00344828 sec
a1z 0.00002000 sec
da13 0.00000400 sec
D16 0.00020000
DELTAL 0.00222428 sec
INO 0.00001988 sec
MCREST  0.00000000 sec
MOWRK 2.00000000 sec
=zzzzzz= INELM ====
NUCt 1H

P1 9.50 usec

p2 13.00 usec

PLL -1.00¢8

SFO1 400.1326009 Mz

======== CHANNEL2 ====

CPOPRG2 garp
NuCzz 13

P3 10.00 usec
PCPD2 90.00 usec
P2 2.00 ¢8
PL2 21.08 dB
SFO2 100.6233333 Mz
====== GRADIENT CHANNEL :
GPNAML SINE.100
GPNAM2 SINE.100
Gl NE.100
GPX1 0.00 %
GPX2 0.00 %
GPG 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZ1 50.00 %
GPzZ2 30.00 %
GPZ3 40.10%
P16 1000.00 usec

F1 - Acquisition parameters
NDO 2

T 256

SFO1 100.6233 MHz
FIDRES 98270439 Hz
SW 250.014 ppm
FnMODE QF

F2 - Processing parameters
st 4096

SF 400.1300000 MHz
wow QSINE

558

8 0.00 Hz
GB ]
PC 140

F1 - Processing parameters
St 4096

M2 QF
SF 1005127690 MHz
wow QSINE

558 2
8 0.00 Hz
GR n



'H NMR of Compound 2a-Pd
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C {TH} NMR of Compound 2a-Pd
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Currert Deta Parameters

NAME hmfG0251
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20200722
Time 4.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG Is_zgdc60

10 65536

SOLVENT DMSO
NS 3000

DS 4

SWH 23148.148 Hz
FIDRES Hz
AQ 14156276 sec
RG 2050

ow 21.600 usec
DE 6.50 usec
TE 2080 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
........ CHANNEL f1 =
NUC1 13C

P1 9.30 usec

-------- CHANNEL 2 =
CPOPRG2 waltz16
NUC2 H
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13C HMQC NMR of Compound 2a-Pd
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Current Datz Parameters
hmmoost

NAME

BEXPNO 3

PROCNO 1
USER eq.m

Date_ 20200722

Time 1230
INSTRUM

PROBHD 5 mm TBO B3-1H
PULPROG  ls.| paf
SOWVENT DMSO
NS B8

DS 16

Swr 5592.841 Hz
FIDRES 1.365440 Hz
R 03662324 sec
RG 29193

ow 89.400 usec
DE 10.00 usec
TE 207.9K
CNST2  145.0000000
da 0.00000300 sec
D1 2.00000000 sec

@ 0.00344828 sec
412 0.00002000 sec
¢13 0.00000400 sec
D16 0.00020000 sec

DELTA1  0.00222428 sec
INO 0.00001988 sec
MCREST  0.00000000 sec
MOWNRK. 2.00000000 sec
==ss=s== CHANNEL ] ====:
Nuct 1H

P1 9.50 usec

P2 19.00 usec

PU -1.00d8
SFOL 400.13365012 MHz

=zzz==== CIANNEL R ====:
CPOPRG2 garp

e 13C

P3

10.00 usec
PCPD2 50.00 usec
P2 2.00 dB
PU2 21.08 dB

SFO2 100.6233333 MHz

====== GRADIENT CHANNEL =
GANAML SINE.100
GPNAMZ SINE.100
GPNAMG SINE.100
GPX1 0.00 %
GPX2 0.00 %
GoX3 0.00 %
GPYL 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZL 50.00 %
GPZ2 30.00 %
40.10 %
P16 1000.00 usec

F1 - Acquisition parameters
NDO 2

TO

SFOL 100.6233 MHz
FIDRES 58.270439 Hz
sw 250.014 ppm
FAMODE oF

F2 - Processing parameters
St 40

SF 400.1300000 Mz
WDW QSINE
ss8 2

B 0.00 Hz

GB 0

PC 140

F1 - Processing paramelers
st 4095

Mz oF
SF 1006127650 Mz
WowW QSINE
558 2

18 0.00 Hz

G 0
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ser00022.1.fid — H1_INT — C-124:2, CDCI3/THF
RECEPPPRNNAANR2E858583IGEBINRECHIGERRIZRAAS
‘T Current Data Parameters

RRRBBIEERYIII 883858838883 BREGEECBRGTETISIRNAINARESE58683IGBIZNRBCRIABZRRIZRANS
00000000 0000w [-l- Qe e e T R N N N N N LN N L N I O e N S o L N N N N N N N N N N N e T = T T R T e R R e I T T o I I I o I
JJJJJJJJJJJJJJ
P e ——— — NAME 00022
EXPNO 1

PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20061026
Time 13.04
INSTRUM

PROBHD 5 mmTXO 31P/1

PULPROG  Is_2g60
TD 32768
SOLVENT THF
NS 8
DS 0
SWH 3591.954 Hz
FIDRES 0.109618 Hz
AQ 4,5613556 sec
RG 114
f' DW 139.200 usec
P - - DE 10.00 usec
f / / TE 298.0K
f { D1 10.00000000 sec
( | / ( - | MCREST  0.00000000 sec
I’ * MCWRK 0.01500000 sec
, o
{H F Iﬁ I :’ | ======== CHANNELf1 ==
| it | | .’ ) NUC1 1H
Ny | S L s
| N | - PLL -6.00 dB
JI J J s - / e SFO1  300.1315007 MHz
I
F2 - Processing parameters
SI 32768
SF 300,1300000 MHz
! wDwW EM
| SSB 0
| | LB 0.10 Hz
GB 0
! PC 1.40
|
! !
UL {0 T
1l |
J JI__/ U U | 4 | . L J Vﬂ\__L_A_,\_},;‘._ “_ AiL

o '_'%\@erﬁdl‘;.ﬂ:ﬁ L T T LS L Lo B
g3 Zidsezd 8 3 g g R & B% £
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 1
0 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 1.5 1.0 0.5 0.0
f1 (ppm)
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H COSY NMR of Compound 3
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1

0

ppm

Current Data Parameters
NAME

sex(0022
EXPNO 5
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date 20061026
Tine 13.52
INSTRUM spect
PROBHD 5 om TEQ 31R/1
PULEPROG 1s_cosygpgf

D 4096
SOLVENT THF

NS 2

s 0
SWE 3591.954 Hz
FIDRES 0D.876942 Hz
AQ 0.5702132 sec
RG 128

oW 136.200 usec
DE 10.00 usec
TE 298.0 ®
ao 0.00000300 sec
m 2.00000000 sec
d13 0.0000040C sec
o £ 0.00020000 sec
IND 0.00027840 sec
MCREST 0.0000000C sec
MCWRE 2.00000000 sec

FO 6.10C usec
Pl 6.10 usec
PLL ~6.00
SFO1 300.1315007 MHz
= GRADTENT CHANNEL
GENAML SINE.100
GPHAM2 SINE.100
GPX1 0.00 %
CPX2 0.00 %
GPYL 0.00 %
GPY2 0.00 %
GPZ1 10.00 ¥
GPZZ 10.00 %
Pi6 1000.00 usec”’
Fl - Acguisition parameters
WO 1
TO 256
SF01 300.1315 Mz
FIDRES 14.031071 Az
SW 11:.96€ ppm
FuMODE QoF
F2 - Processing parameters
SI 4096
SF 300.1300000 ¥Hz
WO QSINE
S55E 2
LB 7.00 Ez
GB 9
PC 1.40
FL — Processing parameters
ST 40986
mMCc2 QF
SF 300.1300000 MHEz
WO QSTNE
55B 2
LB 0.00 Bz
GB i}
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f1 (ppm)

Current Data Parameters
NAME ser00024

EXPNO 3
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20061028
Time 10.14
INSTRUM spect

PROBHD 5 mm TXO 31P/1
PULPROG Is_noesyphrv

T0 4096
SOLVENT THF
NS 8

DS 0

SWH 2997.602 Hz
FIDRES 0.731836 Hz
AQ 0.6832628 sec
RG 128

bw 166.800 usec
DE 10.00 usec
TE 298.0K

do 0.00015903 sec
D1 1.00000000 sec
D8 1.00000000 sec
INO 0.00033360 sec

MCREST 0.00000000 sec
MCWRK 1.00000000 sec

======== CHANNELf1 =:
NUC1 1H
P1 6.10 usec

PLL -6.00 dB
SFO1 300.1315007 MHz

F1 - Acquisition parameters
NDO 3

10 248

SFO1 300.1315 MHz
FIDRES 12,087105 Hz
sSw 9.988 ppm
FnMODE TPPI

F2 - Processing parameters
SI 4096

SF 300.1300000 MHz
WDW QSINE
SSB 2

B 0.00 Hz

GB 0

PC 1.40

F1 - Processing parameters
S1 4096

MC2 TPPI
SF 300.1300000 MHz
WDW QSINE
sse 2

LB 0.00 Hz

GB 0
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13C

COVNTOODINOOWVOS ROV MANAN G SSQ & & M < S Current Data Parameters
o3 RO RSl Al s e e i gt U8 B g fro B i B B o RRR 8 8 a S & NAME ser00022
NS S SN gem——— SN [ I EXPNO 2
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20061026
Time 13.16

INSTRUM spect

PROBHD 5 mmTXO 31P/1

PULPROG  Is_zg60dc
32768

L)
SOLVENT THF

o)\ . =

! DS 0

SWH 18832.393 Hz
FIDRES 0.574719 Hz
AQ 0.8700404 sec
RG 26008
Dw 26.550 usec
DE 10.00 usec
TE 297.9K

D1 1.00000000 sec
di1 0.03000000 sec
MCREST  0.00000000 sec
MCWRK  0.01500000 sec

======== CHANNEL f1 ========
NUC1 13C
P1 7.20 usec
PL1 -6.00 dB
SFO1 75.4756731 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz16
NuUC2 1H

U] PCPD2 88.00 usec

| PL2 -6.00 dB
PL12 17.62 dB

| SFO2 300.1312005 MHz

F2 - Processing parameters

| SI 65536
SF 75.4677490 MHz
wWDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

r X T T T T T Y T ¥ T T T T T ¥ T P T T T . ) J T g ) P ¥ ¥
0 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 10 0
f1 (ppm)

S34



13C
JMOD NMR of Compound 3

S35



13C

—166.63

77.81
£ 7738
\.76.95

—66.99

—55.84
—52.34

—36.45

2447

)0

T
190

T
180

T
170

T
160

T
150

140

T
130

T
120

T
110

T
100
f1 (ppm)

S36

30

20

10

Current Data Parameters

NAME ser00022
EXPNO 3
PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20061026
Time 13.21

INSTRUM spect
PROBHD 5 mmTXO 31P/1

PULPROG Is_jmod
D 32768
SOLVENT THF

NS 251

DS 0

SWH 18832.393 Hz
FIDRES 0.574719 Hz
AQ 0.8700404 sec
RG 32768

DW 26.550 usec
DE 10.00 usec
TE 297.9K
CNST2  145.0000000
CNST11 1.0000000

D1 1.00000000 sec
d20 0.00689655 sec

DELTA 0.00000917 sec
MCREST  0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 =:
NUC1 13C
P1 7.20 usec
p2 14.40 usec
PL1 -6.00 dB
SFO1 75.4756731 MHz
======== CHANNEL f2 =:
CPDPRG2 waltz16
NUC2 1H
PCPD2 88.00 usec
PL2 -6.00 dB
PL12 17.62 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0

0PC 1.40
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13C
ser00022.4.ser — C13_HMQC_GP_QF — C-124:2, CDCI3/THF

Lo PN

-
HD—{: >—\
M

LI R B B B T
100 95 90 85 80 75 7.0 65 60 5.

— T T T T T T T
5 50 45 40 35 30 2
f2 (ppm)

S38

f1 (ppm)

Current Data Paramelers
NAME ser00022
EXPND 4

PROCND 1
USER majoral

F2 - Acquisition Parameters
Dete 20061026

Time 1128
INSTRUM

PROBHD S men THO 31P/1
PULPROG I

T 4096
SOLVENT THF

NS 2

DS 0

SWH 3531.954 Hr
FIDRES  D.B76942 Hz
N 0.5702132 sec
RG 128

ow 139200 usec
DE 10.00 usec
TE 2079K
ONST2  145.0000000
aa 0.00000300 $ec
D1 2.00000000 sec
a2 0.00344528 sec

DELTA1  0.00222428 sec
INO 0.D0002650 sec
MCREST  0.000000D0 sec
MOARE 2.00000000 se
=zzszz== (HANNELM] =====
NuCt 1H
PL 6.10 usec
p2 12.20 usec
PU -6.00 dB
SFO1 3001315007 Mz
sssszs== CHANNEL R =s==s

garp
N 13C

6.50

PCPD2 84.00 usec
P2 -6.00 dB
PU2 16.00 8
SFO2 F5.4756731 MHz
...... GRADIENT CHANNEL =
GPNAML  SINE.10D
GPNAMZ SINE.100
GPNAMZ  SINE.L0D
GPxl 0.00 %
GPR2 0.00%
GG 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GFY3 0.00 %
GPZ1 50.00 %
GFT2 30.00 %
GFT3 40.10 %
P16 1000.00 usec

F1 - Acquisition paramelers
NDO 2

T™

SFOL TSATSET MHL
FIDAES 73702827 Hz
sW 967 ppm
FnMODE

F2 - Processing paramelers

st

SF 300.1300000 MHz
WOW QSINE
S5B 2

LB 0.00 Hz

G [}

PC 140

F1 - Processing parameters
s1 4096

Mz QF

SF 754677490 Mz
WOW QSINE
S5B 2

1B 000 He

GB L]
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'H NMR of Compound 3

CDCI3 /x/av400pas/data/eq_m/nmr r.laurent 29

...................... & S RRRBEG 38 8 3 & >
R R R B AN NN NN w P mee Mmoo d = = S =
RSN N N | = N [ | |
lf
| [
) J
. "[ .
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A, T T
BE8 3 2
m -~ ~ -~
— L e — T T T T T T T
.0 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.0
f1 (ppm)

5S40

Current Data Parameters

NAME hmfG0194
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20191031
Time 16.50
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG Is_zg60

™ 65536
SOLVENT cDbCcB

NS 16

DS 2

SWH 7211.539 Hz
FIDRES 0.110039 Hz
AQ 4.5438795 sec
RG 114

bW 69.333 usec
DE 6.50 usec

TE 298.0K

D1 20.00000000 sec
TDO 1
======== CHANNEL f1 ==
NUC1 1H

P1 14.00 usec
PLW1 17.00000000 W
SFO1 400.1628011 MHz
F2 - Processing parameters
SI 131072

SF 400.1600000 MHz
wDwW EM

SSB 0

LB 0.10 Hz

GB 0

PC 1.50



13C{*H} NMR of Compound 3
a

S41



'H NMR of Compound 3

hmfG0194.2.fid — ACO1. Lavge DCM/Pentane — Night_C13_DECOUPLE_H1_LONG CDCI3 /x/av400pas/data/eq_m/nmr r.laurent 29
3 8 82388 KEIBAGRIH | nie 5 e 33
3 g LHRHATE SKAKAINNY 3 Rfe © 84 525
| I N2 N NSV N | \ [N

—r T % & & I = b % a4 & T & T & 1. - I % b o i f y
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

T T . T , T 4 T Y T ¥ T J T 2 T X T

542

Current Data Parameters
NAME hmfG0194
EXPNO 2
PROCNO  §

F2 - Acquisition Parameters
Date_ 20191101
Time 3.31

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG  Is_zgdc60

D 65536
SOLVENT CDCB
NS 3000

DS 4

SWH 23148.148 Hz
FIDRES 0.353213 Hz

AQ 1.4156276 sec
RG 2050

DW 21.600 usec
DE 6.50 usec
TE 298.0K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ==
NUC1 13C

P1 9.30 usec

PLW1 70.00000000 W
SFO1 100.6308781 MHz

======== CHANNEL f2 =:
CPDPRG2 waltz16

NUC2 1H

PCPD2 90.00 usec

PLW2 17.00000000 W
PLW12 0.41136000 W
SFO2 400.1616006 MHz

F2 - Processing parameters

SI 131072

SE 100.6203130 MHz
WDW EM

SSsB 0

LB 1.00 Hz

GB 0

PC 1.50
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'H NMR of Compound 3

H1_INT
L1-Pd
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Current Data Parameters

NAME hmfC0077
EXPNO 3
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080403
Time 8.29
INSTRUM spect

PROBHD 5 mm TXO 31P/1

PULPROG 1s_zg60
TD 32768
SOLVENT DMSO
NS 16
DS 2
SWH 5411.255 Hz
FIDRES 0.165138 Hz
AQ 3.0278132 sec
RG 287.4
Dw 92.400 usec
DE 10.00 usec
TE 258.0 K
D1 10.00000000 sec
MCREST 0.00000000 sec
MCWREK 0.01500000 sec
= CHANNEL f1 ==
1H

10.20 usec
PL1 -2.00 dB
SFO1 300.1318008 Mhz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.40
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'H NMR of Compound 3

C13_DECOUPLE_H1

L1-Pd
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Current Data Parameters

NAME hmfC0077
EXPNO 4
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080403
Time 8.36
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc

™ 65536
SOLVENT DMSO |,

NS 663/

DS 4

SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
RG 20642.5

DW 27.600 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
diil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
mmm===== CHANNEL f]l ===s====
NUC1 13C

Pl 7.20 usec
PL1 -6.00 dB
SFO1 75.4752958 MHz
======== CHANNEL f2 ===s===s==
CPDPRG2 waltzlé
NUC2 14
PCPD2 89.00 usec
PL2 -2.00 48
PL12 17.00 4B
SF02 300.1312005 MHz
F2 - Processing parameters
SI 65536

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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'H NMR of Compound 3
hmfL0087.1.fid — H1_INT — ACO3
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Current Data Parameters

NAME hmfLO087
EXPNO 1

PROCNO 1

USER eqm

F2 - Acquisition Parameters
Date_ 20191118

Time 18.05
INSTRUM spect
PROBHD 5 mmTBO B8-1H
PULPROG Is_zg60

TD 32768
SOLVENT DMF

NS 8

DS 0

SWH 7183.908 Hz
FIDRES 0.219235 Hz
AQ 2.2807028 sec
RG 512

bw 69.600 usec
DE 10.00 usec

TE 298.0K

D1 20.00000000 sec
MCREST  0.00000000 sec
MCWRK  0.01500000 sec
======== CHANNELf1 ===
NUC1 1H

P1 9.50 usec

PL1 -1.00d8B

SFO1 400.1324008 MHz
F2 - Processing parameters
SI 65536

SF 400.1300000 MHz
wWDwW EM

SSB 0

LB 0.10 Hz

GB 0

PC 1.40
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'H NMR of Compound 3
hmfL0087.2.fid — C13_DECOUPLE_H1 — ACO3

[Ty T
iz errsrs prsress
2 Sacpdssc Hasandas 2 NS 2SRBRLRUKBEREYNE Current Data Parameters
L gfgﬂnﬁﬁz o P o S0 R 9 53 QHQ%L%§$2%%$$2§‘ NAME hmfLO087
VAN T SN [ SRR e B PmNOROCNO 21
USER eq_m
F2 - Acquisition Parameters
Date 20191118
Time 21.09
INSTRUM  spect
PROBHD 5 mm TBO B8-1H
PULPROG  Is_zg60dc
™ 32768
SOLVENT DMF
NS 6400
DS 4
SWH  25125.629Hz
FIDRES  0.766773 Hz
— AQ 0.6521332 sec
Cl N RG 26008
g b DwW 19.900 usec
MeO Cl-pq N DE 10.00 usec
& | TE 297.9K
N= DI 1.00000000 sec
dil  0.03000000 sec
- MCREST  0.00000000 sec

MCWRK 0.01500000 sec
\ ;'( ======== CHANNEL f1 ====

NUC1 13C

P1 10.00 usec

PL1 2.00dB

SFO1 100.6233333 MHz
======== CHANNEL f2 ====
CPDPRG2 waltz16

NUC2 1H

PCPD2 92.00 usec

P2 -1.00 dB

PL12 18.45dB

SFO2 400.1318006 MHz

F2 - Processing parameters

SI 65536
| | ! SF 100.6127690 MHz
PR P—— ———— RS —— : WoW EM
- SSB 0
LB 1.00 Hz
GB 0
PC 0.30

I . T y T ¥ T s T Y T . T s T L) T s T ¥ T » T s T Y T s T ¥ T v T Y T L T y T Y 1
)0 190 180 170 160 150 140 130 120 110 100
f1 (ppm)
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H NMR of Compound 4
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Current Data Parameters
NAME hnfD0191

EXPNO 2
PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20110606
Time 19.03

INSTRUM spect
PROBHD 5 mmBBO BB/2H
PULPROG Is_zg60

D 32768
SOLVENT DMSO
NS 8

DS 0

SWH 7183.908 Hz
FIDRES 0.219235 Hz
AQ 2.2807028 sec
RG 128

Dw 69.600 usec
DE 10.00 usec
TE 298.0K

D1 10.00000000 sec
MCREST  0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f1 ==
NUC1 1H

P1 9.70 usec

PL1 -1.00 dB

SFO1 400.1324008 MHz

F2 - Processing parameters

T Y T » T . T ¥ T l T = T ) T 2 T N T o T . T » T X T
.0 105 100 95 90 85 80 75 70 65 60 55 50 45
f1 (ppm)
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i IPRTEN |

20 15 1.0 05

SI 65536
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.40
1
0.0



H COSY NMR of Compound 4

N
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Current Dats Parameters
NAME henfDO131
EXPNO 3
PROCNO 1

USER majoral

F2 - Acquisition Parameters

Date 20110607
Time 347
INSTRUM

spedt
PROBHD 5 mm BBO B&2H

PULPROG  Is_cosyopgl
b 4096

T T 4.0 SOLVENT DMSO
| NS 2
8
| - SWH 7183.908 Hz
| FIDRES  1.753884 Hz
) 0.2851316 sec
. RS 90.5
4.5 ow 69,600 usec
DE 10.00 usec
L TE 2380 K
] 0.00000300 sec
o1 2.00000000 sec
5.0 di3  0.00000400 sec
. D16 0.00020000 sec
INO  0.00013920 sec
1 MREST 0000000 sec:
H D 2.00000000 sec
==z===== CHANNEL [ ======
5.5 NUCt 1H
PO 9.70 usec
P1 9.70 usec
r PU -1.00 ¢8
SFOL 4001324008 MHz
6.0 ====== GRADIENT CHANNEL ===
GPNAMI  SINE.100
GPNAM2  SINE.100
L GPXL 0.00%
GPX2 0.00%
GPYL 0.00%
- GPY2 0.00 %
6.5 GPZL 10.00 %
GPZ2 10.00 %
L e SRS 1000.00 usec
E F1 - Acquisition par ameters
§ L7.0 & NDO 1
. 2 n 256
" : SF01 400.1324 MHz
W & FIDRES  28.062141 Mz
1 ' ﬁ I I W 17.954 ppm
i { W FAMODE oF
o A
v Al 1 —75 F2 - Processing par ameters
v st 4096
A Eﬂ it} m SF 400.1300000 Mz
| A + wWow QSINE
\ i i ¢ ss8 2
q of V& B osom
7 =
8.0 .
" - F1 - Processing parameters
st 4056
| Mz QF
K f 8.5 SF 400.1300000 MHz
J . wow QSINE
ss8 2
‘ L B 0.00 Hz
| GB 0
i 9.0
595
r ¥ T Y T T ;5 T 2 T v T T Y T g T Y T Y T v 1 10.0
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0
f2 (ppm)
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3C{'"H} NMR of Compound 4

@ O T =N Mmoo mMn TN N
b HQ®ma NN NXQT Y 8
8 LBXEE sHE KINJNT g i
urre arameters
I NI2N TN S | NAME  hofDO191
EXPNO 3
PROCNO |
USER majoral
F2 - Acquisition Parameters
Date_ 20110606
Time 23.40
INSTRUM spect
PROBHD 5 nmm BBO BB/2H
PULPROG  Is_zg60dc
TD 32768
f,-’ \' SOLVENT DMSO
NS 9200
DS 4
! | = SWH  24154.590 Hz
FIDRES 0.737140 Hz
H M AQ 0.6783476 sec
RG 36780.8
DW 20.700 usec
)_.-" W DE 10.00 usec
TE 298.0K
D1 1.00000000 sec
— di1 0.03000000 sec
MCREST  0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ==
NUC1 13C
P1 7.30 usec
PL1 0.00dB
SFO1 100.6228303 MHz
|
! ======== CHANNEL f2 ==
l CPDPRG2 waltz16
NUC2 1H
PCPD2 92.00 usec
P2 -1.00 dB
| PL12 17.94 dB
SFO2 400.1318006 MHz
|
! F2 - Processing parameters
SI 65536
SF 100.6127690 MHz
WDW EM
“ SsB 0
= po] | B S | LB 1.00 Hz
GB 0
PC 1.40

r d T g T " T ' T ) T Z T v T T T g T g T ) y g . T g T T g
)0 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)



13C HMQC NMR of Compound 4

|

..ultﬂ IH

HG

11

10

S54

f1 (ppm)

Current Data Parameters
NAME hmiD0191
EXPNO

PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20110606

Time 2342

sped
PROBHD 5 mm B8O 88/2H
PULPROG  Is_hmqogpql
4096

NS 8

DS 16

Swr 7183.908 Hz
FIi 1.75:

) 0.2851316 sec
RG 25

ow 69.600 usec
DE 10.00 usec
TE 2980 K
ONST2  145.0000000
<0 0.00000300 s2c
D1 2.00000000 sec
@ 0.00344828 sec

D16 0.00020000 sec
DELTAL  0.00222428 sec
INO 0.00002070 sec
MCREST  0.00000000 sec
MOWRK 2.00000000 sec

======== CHANNELML ===
NuCt 1H

Pl 9.70 usec
P2 19.40 usec

Pl -1.00d8
SFO1 400.1324008 MHz
======== CHANNEL 2 ===

PDPRG2 garp
NuC2 13C

3 7.00 usec
PCPD2 9B.00 usec
P2 0.00 dB
P2 22.92 4B

SFO2 100.6228303 MHz

====== GRADIENT CHANNE
GPNAML SINE.100

GPX1 0.00 %
0.00 %
GM3 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZ1 50.00 %
GPZ2 30.00 %
40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
NDO 2
™ 2!

sw 240.051 ppm
FAMODE oF

F2 - Processing parameters
St 4096

SE 400.1300000 MHz
wWow QSINE

SSB 2

B 0.00 Hz

GB o

PC 140

F1 - Processing paramelters
ST

M2 oF

SF 100.61276590 MHz
wow QSINE

SSB 2

B 0.00 Hz

GB o



13C HMQC long range NMR of Compound 4

Current Data Parameters
NAME  hemO131
BENO 5
PROCNO 1
USER majoral
F2 - Acquisition Paramelers
Dale_ 20110607
Time 1.02
INSTRUM  speat
! PROBHD 5 mm B30 B&/2H

A J PULPROG  Is_hmgegpaf

™ 4096

SOLVENT DMSO
r0 NS 16
bs 16
i SWH 7183.908 Hz
'F10 FIDRES  1.753884 Hz
Q 0.2851316 sec
L RS 26008
ow 63,600 usec
—~ 2 0 DE 10.00 usec
TE 298.0 K
L ONST2 10.0000000
@ 0.00000300 sec
F30 o1 2.00000000 sec
0.05000000 sec
F d12 000002000 sec
a13
# 40 DI6  0.00020000 sec
| DELTAL _ 0.04877600 sec
INO  0.00002070 sec
) MCREST 000000000 sec
2.00000000 sec
i ======== CHANNEL] ====:
- NUCt 1H
60 p1 9.70 usec
- p2 19.40 usec
70 pUL -1.00 8
= SFO1  400.1324008 MHz
+ ======== CHANNEL 2 ====:
CPOPRG2 garp
80 e 13¢
P3 7.00 usec
r PCPD2 58.00
90 M sresas
L ’g SF02 1006228303 MHz
(=%
= ====== GRADIENT CHANNEL =
100 & Gwmn o smEim
L o GPNAMZ  SINE100
up =t =
G 0.00%
e ' F GPG 0.00%
GPY1 0.00%
r120 G2 0.00%
8 8 , 80 GPY3 0.00%
F GPZ1 50.00 %
GP22 30.00%
130 o3 40.10%
q & L P16 1000.00 usec
° H D 140 F1 - Acquisition parameters
NDO 2
L ™ 256
P01 100.6228 MHz
o ¢ 150 FIDRES 94353867 Hz
0 Sw 240.051 ppm
% 0 . 3 FAMODE oF
160 F2 - Processing paramelers
st 4096
— r SF 400.1300000 MHz
wow QsINE
170 58 2
| 18 0.00 Hz
GB 0
180 PC 140
L F1 - Processing parameters
st 4096
= ma QF
190 S 100.6127690 Mz
L wow QSINE
200 o
L 8 0.00 Hz
T T T T T T T T T T T T T T T T T T T T T T 1
11 10 9 8 7 6 5 4 3 2 1 0 e °
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'"H NMR of Compound 5
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Current Data Parameters

NAME ahaC0471
EXPNO 1

1
USER majoral
F2 - Acquisition Parameters
Date 20110521
Time 1418
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG Is_2g60
T
SOLVENT DMSO
NS 8
DS 2
SWH 5411.255 Hz
FIDRES 0.165138 Hz
AQ 30278132 sec
RG 281
oW 92,400 usec
DE 10.00 usec
TE 2980 K
D1 .00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
-------- CHANNEL f1 ==
NUC1 1H
P1 10,60 usec
Pl -2.00 d8
SFO1 300.1318008 MHz
F2 - Processing parameters
SI 32768
S 300.1300000 MHz
wow EM
ss8 0
8 0.10 Hz
G 0
PC 140



H COSY NMR of Compound 5

!

Al

L =

f1 (ppm)

Current Data Parameters
NAME ahaC0471

PROCNO 1
USER majoral
F2 - Acquisition Parameters

Date_ 20110522
Time 6.11
INSTRUM

spedt
PROBHD S mm TXO 31P/1
PULPROG  Is_hmacapafl
™ 4095

NS 8
s 16
SWH 5411.255 Hz

A 0.3785204 s=¢
RG 287.

4

ow 92.400 usec
DE 10.00 usec
TE 297.9K

d2 0.00:
d12 0.00002000 sec
di3 0. sec

=====z=== CHANNELT] ===
NuCt H

P 10.60 usec

p2 21.20 usec

(5 -2.00 dB
SFO1 300.1318008 MHz

==s===s== CHANNELR ===
CPDPRG2 garp
Nu2 13C
3 7.50 usec
90.00 usec
2 -6.00 dB
U2 1558 4B
SFO2 75.4756731 Mz
====== GRADIENT CHANNE!
PNAML SINE.100
GPNAM2 SINE.100
GPNAMZ SINE.100
GPX1 0.00 %
GPX2 0.00 %
GPG 0.00 %
GPY1 0.00 %
GPY2 0.00 %
Gl 0.00 %
GPZ1 50.00 %
GPZ2
GPZ3 40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
NDO 2
T 256
SFO1 75.47567 MHz
FIDRES ~ 73.702827 Hz
SwW 249.987 ppm
FAMODE oF

F2 - Processing parameters
ST 4096

SF 300.1300000 MHz
wow QSINE

SSB 2

B 0.00 Hz

GB []

°C 140

F1 - Processing paramelers
s1 40%6

M2 oF

SF 75.4677490 MHz
wow QSINE

SSB 2

8 0.00 Hz

G8 [



3C{"H} NMR of Compound

5
~Nm TMHN (=] - ~NNoOoO N
=0 ST & &/ ©oRnQ ) 2 =
33 RS 5 & J&%8%7 3 =t
=a - B 2 s N o o e g R ) o e —
Vi N L0 e | | NAME  aheCO4T:
BXPNO 2
PROCNO 1
ussR majoral
F2 - Acquisition Parameters
Date. 2011052
Time 609
INSTRUM 5
PROBHD § mm TXO 31P/1
PUPROG  Is_zg6ldc
™ 3278
SOLVENT DMSO
NS 30000
7\ = -
O SWH 10607.844 Hz
FIRES  0.598384 Hz
— AQ 08356340 sec
HO M RG 61705
ow 25.500 usec
| DE 10.00 usec
HN—RN TE 279K
D1 100000000 sec
H i 003000000 sec

........ CHANNEL f1 =
NUCL 13C

Pl 7.50 usec
P -6.00 d8
SFO1 754760505 MHz
........ CHANNEL f2 =
CPOPRG2 waltz16
NUC2 H
PCPD2 90.00 usec
P2 d8
PL12 16.66 dB

. I ﬁJ'L,___W,MJA \ { . v _—

(| T T T T T T T T T T " T o T o T - T " T o T o T X T ' T - T x T X T ‘ T . T < 1
)0 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

: @
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13C HMBC NMR of Compound 5
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f1 (ppm)

Current Data Parameters
NAME ahaCD471
EXPNO 4

0 !
USER majoral
F2 - Acquisition Parameters

Date 20110522
Time 735
INSTRUM spedt
PROBHD 5 mm TXO 31P/1
PULPROG  Is_hmgaapgl
T

SOLVENT DMSO

NS B

DS

SwH 5411.255 Hz
FIDRES 1.321107 Hz
Q 0.3785204 sec
RG 2874

ow 52.400 usec
DE 10.00 usec

TE 297.9K
NsT2 10.0000000

a0 0.00000300 sec
D1 2.00000000 sec
a2 0.05000000 sec
@12 0.00002000 sec
¢13 0.00000400 sec
D16 0.00020000
DELTAL  0.04877600 sec
INO 0.00002650
MREST  0.00000000 sec
MOWRK  2.00000000 sec
szzzzz== INELM =======
Nuct 1H

P1 10.60 usec

P2 21.20 usec

P gt

SFO1 300.1318008 MHz
======== CHANNELR =======

garp
Nucz 13C
P3 7.50 usec
PCPD2 90.00 usec
P2 -6.00 dB
PLI2 1558 a8
SFO2 T5.4756731 MHz
====== GRADIENT CHANNEL ===2
GPNAML SINE.100

GPNAMZ SINE.100
GPNAM3 SINE.100

GPX1 0.00 %
G2 0.00 %
GG 0.00 %
GPY1 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZ1 50.00 %
GPZ2 30.00 %
GP3 40.10 %
P16 1000.00 usec
F1 - Acguisition parameters
NDO 2

T 256

SFO1 75.47567 MHz
FIDRES 73.702827 Hz
sw 249,987 ppm
FnMODE

F2 - Processing parameters
S

SF 300.1300000 MHz
wow QSINE
SSB 2

B 0.00 Hz

GB 0

PC 140

F1 - Processing parameters
S

M2

SF 75.4677490 MHz
wow QSINE
SSB 2

B 0.00 Hz

GB



13C HMQC NMR of Compound 5

A LM_J

Al

s - .11

150
/Ny e

—N -170
180
H 190

f1 (ppm)

Current Data Parameters
NAME ahaCD471
BXPNO 3
PRONO 1

USER majoral

F2 - Acguisition Parameters
Date_ 20110522
Time 6.11

INSTRUM spect
PROBHD 5 mm TNO 31P/1
PULPRDG  Is_hmqegpgl
TO 4096

SOLVENT DMSO
NS 8
DS 16
SWH 5411.255 Hz
FIDRES 1.321107 Hz
L) 037685204 s=c
RG 2874
bW 52.400 usec
DE 10.00 usec
TE 2978K
CNST2  145.0000000
0.00000300 sec
D1 2.00000000 sec.
a2 0.00344828 sec
a12 0.00002000 sec
[ 0.00000400 sec

======== CHANNELf] ======:
NUCL 1H

P1 10.60 usec
p2 21.20 usec

PU -2.00 dB
SFO1 300.1318008 MHz
======== CHANNELR ======

CPDPRG2 Qarp
NuC2 13C

P3 7.50 usec
PCPD2 50.00 usec
P2 -6.00
PU2 15.58 dB

SFO2 75.4756731 Mz

====== GRADIENT CHANNEL ===
SINE.100

GPX1 0.00 %
GM3 0.00 %
GPYL 0.00 %
GPY2 0.00 %
GPY3 0.00 %
GPZ1L 50.00 %

30.00 %
GPZ3 40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
NDO 2

TO 56
SFO1 7547567 MHz
FIDRES ~ 73.702827 Hz

sw 249.987 ppm
FAMODE QF

F2 - Processing parameters
St

SF 300.1300000 MHz
Wow QSINE

SSB 2

B8 0.00 Hz

GB o

PC 140

F1- Processing parameters
ST 4096

M2 QF

SF 754677490 MHz
WDW QSINE

SSB 2

B 0.00 Hz

GB o



"H NMR of Compound 6

hmfC0068.4.fid — H1_INT — L3
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Current Data Parameters
NAME hmfC0068

EXPNO 4
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080327
Time 8.52
INSTRUM spect
PROBHD 5 mmTXO 31P/1
PULPROG Is_zg60

T 32768
SOLVENT DMSO
NS 8

DS 2

SWH 5411.255 Hz
FIDRES 0.165138 Hz
AQ 3.0278132 sec
RG 228.1

DW 92.400 usec
DE 10.00 usec
) 298.0K

D1 10.00000000 sec
MCREST  0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f1 ==
NUC1 1H

P1 10.20 usec

PL1 -2.00 dB

SFO1 300.1318008 MHz

F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
wWDwW EM

SSB 0

LB 0.10 Hz
GB 0

PC 1.40



BC{tH} NMR of Compound 6
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Current Data Parameters
NAME hmfC0069

EXPNO 3
PROCNO 1

USER majoral

F2 - Acquisition Parameters
Date_ 20080327
Time 12.50

INSTRUM spect
PROBHD 5 mmTXO 31P/1
PULPROG  Is_zg60dc

h1e) 65536
SOLVENT DMSO
NS 975

DS 4

SWH 18115.941 Hz
FIDRES 0.276427 Hz

AQ 1.8088436 sec
RG 5792.6

Dw 27.600 usec
DE 10.00 usec
TE 297.9K

D1 1.00000000 sec
di1 0.03000000 sec
MCREST  0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f1 ==
NUC1 13C

P1 7.20 usec

PL1 -6.00 dB

SFO1 75.4752958 MHz
======== CHANNEL f2 ==
CPDPRG2 waltz16

NUC2 1H

PCPD2 89.00 usec
PL2 -2.00 dB

PL12 17.00dB

SFO2 300.1312005 MHz

F2 - Processing parameters

st 65536
SF 75.4677490 MHz
wDow EM

SSB 0

LB 1.00 Hz

GB 0
PC 1.40



13C HMQC of Compound 6

C13_HMQC_GP_QF
L#

Current Data Parameters
NAME Infco o
EXPNO 4

ol A PPM 5= snteni

F2 - Aoquisition Paraneters

Date_ 2068037
Tima .41

o INSTRUN wpect
FROBHD 5 rem TXO 319/1
Lo ie £
™ 456

— 20 soLvEN? oHso
NS L
ns 5
s 5411.258 Wz

- Floees 1.321107 nz
L 0.3785204 sec

] 256
o 92.400 ueeo
——— ) L 40 oE 10,00 usee
™ 257.9 K
CNETI 145.0000000
0.00000300 sec
L D1 1.50000009
@ 0.00344628
412 ©0.00002009
a@as O.ng:g
>0 ©.00
— 60 LELTAL 0.00222428
o 0,09002760
MCREST 9.09000000
HOWRE 1.58000000

ot & HO

memswsrs CHANNEL f2 sssssses

CPOPROZ varp
s e
Py 6. Qsec
~100 PCPO2 84.00 uaec
2 6.00 dp
ez 16.00 4B
sroz 79.47%25%8 MMz

0%
e & e *
1
E + :
)
P 00 %
)
= L 4 :
- ors2 30.00 %
140 GF3) 40.10 &
P16 1009,08 uesc
et ® & | :gu_ Acqaisition parameters
™ 256
— sp01 75,475) Wz
i 1 60 PIDRES 70769356 Hz
— s 240.02% pem
FrMcOE o
P2 « Progessing paraumterd
ST 409¢
s7 300.1300000 Yotz
Wow o TE
-180 & ;
s 0.00 He
a8 o
BC 1.40
FL « Processing parameters
51 4098
[ oF
5¢ 754677490 Wiz
MARSAAAALS RARAL I RAAMARERES LAALERSAS LA RARAARARS DAL T T MALS RAARAASALS RARAS woM QEINE

Ll

M 10 9 8 7 6 5 4 3 2 1  ppm &
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31P {1
H} NMR during the course of the synthesis of 1-Go
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31P {1
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SP290506.002

DATE 29-5-6

TIME 18B: 26

SF 81.015

SY 84.0400000

01 5000.000

SI 16384

TD 46384

SW 23B809.524

HZ/PT  2.906

PW 4.0

RD 1.000

AQ .344

RG 800

NS 150

TE 298

FW 29800

02 3300.000

DP 24H

LB 1.500

GB 0.0

CX 35.00

cy 0.0

F1 50.045P
I F2 -19.942P
{ HZ/CM 161.930

| l ]
| I \ I l

|

0
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31P {1
H} NMR of 1-Go
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31P {1

C-95. cDCL3
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-

SP310506.004

DATE 34-5-6
TIME 10: 17

SF 81.045
SY 81.0400000
04 5000.000
SI 16384

TD 16384

SW 23809.524
HZ/PT  2.906
PW 4.0
RD 1.000
AQ .344
RG 200

NS 147

TE 288

FW 29800

02  3300.000
DP 24H BB

LB 1.500
GB 0.0
cX 35.00
cY 0.0
Fi 50.014P

F2 -9.97
HZ/CM 138.845
PPM/CM__1.714
SR 4773.00



31P {1
H} NMR of dendrimer 1-G1
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31P {1

€97 cDCL3
o) ©|
x g e
& ai -
| ~
SP010606.002
DATE 1-6-6
Ma TIME 10: 59
H o - oy St
FaM 0 C=N-N—F+0 N 01 5000.000
3
= I A2 SI 16384
6 TD 16384
5 SW 23809.524
HZ/PT 2.908
PH 4.0
RD 1.000
A .344
RG 800
NS 137
TE 298
FW 29800
02 3300.000
DP 24H BB
L8 1.500
68 0.0
CX 35.00
cy 0.0
Fi  100.024pP
F2 1040P
HZ/CM 231435
PPM/CM__ 2.857
SR 4773.00
|
A k.
T T T v T T T T T T ; T
90.0 80.0 70.0 60.0 8.0 40.0 30.0 20.0 10.0
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1H NMR of dendrimer 1-G1
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DATE 1-6-6
TIME 11:01
SF 200.132
SY B80,4300000
01  3300.000
‘ SI
| TD 16384
Me SW 2808.989
| | HZ/PT .343
H
PH 5.5
C=N-N—F+0 M RO 5.000
PaN; G@‘ I N2 AQ 2.916
| - RG 8
5 4] NS 8
TE 294
FW 3600
02 -40000.000
1 DF 63L PO
LB 0.0
B 0.0
CX 35.00
cy 0.0
Fi1 14.004P
! F2 .004P
| HZ/CM 62.897
PPM/CM_ .314
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BC {tH} NMR of dendrimer 1-G1
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SAVEDEC
DATE 6-6-6
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4.
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31P {1H} NMR of dendrimer 3-Gi-Pd12
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P31_DECOUPLE_H1

GclLlPd
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a S
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.' v .-"f i \}r}\"- 1 © Current Data Parameters
/ NAME hmfC0096
| EXPNO 3
Me PROCNO o1
H | USER majoral
|}_3N3T(]4<\:\Ey—c, N=MN—F40 git; Acquisitioleogggiglgters
\ | H Time 18.56
-.\‘ = INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc
TD 65536
SOLVENT DMSO
NS 400
DS 4
SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 41285.1
DW 13.700 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
dill 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
ST 65536
SF 121.4948510 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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1H NMR of dendrimer 3-Gi-Pd12
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Current Data Parameters

NAME hmfCc0096
EXPNO 2
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080429
Time 18.42
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60
D 32768
SOLVENT DMSO
NS 16
DS 2
SWH 5411.255
FIDRES 0.165138
AQ 3.0278132
RG 228.1
DW 92.400
DE 10.00
TE 298.0
D1 10.00000000
MCREST 0.00000000
MCWRK 0.01500000

F2 - Processing parameters

SI 32768
SF 300.1300000
WDW EM
SSB 0
LB 0.10
GB 0
PC 1.40

MHz

Hz
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C {*H} NMR of dendrimer 3-Gi-Pd1:
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Current Data Parameters

NAME hmfC0096
EXPNO 4
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080430
Time 0.04
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc

TD 65536
SOLVENT DMSO

NS 6400

DS 4

SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
RG 26008

DW 27.600 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
di1l 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 13c

Pl 7.20 usec
PL1 -6.00 dB
SFO1 75.4752958 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 89.00 usec
PL2 ~-2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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C JMOD NMR of dendrimer 3-G1-Pdi2
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Current Data Parameters

NAME hmfC0096
EXPNO 5
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080430
Time 7.35
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_jmod

TD 65536
SOLVENT DMSO

NS 7000

DS 4

SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
RG 29193

DW 27.600 usec
DE 10.00 usec
TE 297.9 K
CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
d20 0.00689655 sec
DELTA 0.00000917 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

p2 14.40 usec
PL1 -6.00 dB
SFO1 75.4752958 MHz
======== CHANNEL f2 ====
CPDPRG2 waltzl6

NUC2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536

SF 75.4677490 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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C HMQC NMR of dendrimer 3-Gi1-Pd12

S81



13

sl A

AN

C13_HMQC_GP_QF
GelLlpd

: =
MR IIIHE R Pogeb pd o2 op f o

§2°7% JEnysysgUefazngalzssascssess 1RNSsE 4 §"8828b §E2E73° §EBRE"ES

38§ S2CiRfsE TRARRSJoZBBEREENGEE TagGE | £ 9983 g985 o < £% £ o

¥4 of 37 STsggssEsEss T U A 7 B a8 f 1 i 8

i 8% B9 ®NS mEoRaRfRacs m g m £ % gs g o8

g 3 B - o z Fl 3

i 3 - : ; i } :

3 1 %8 g . 4 i : g w & i

i mm 111 i i aned mm iz .3 ' xm m . s

8EEE LiMEidedundlvanntenysnninll (Bunsk | #Begfel ouubliase zulslias

m o o o o o o o o o o o o o o o o o o (=]
- o ™ Ao ['a} o ©~ @ (=2} o Lol o~ ™ -« wn i¥-3 L @ (<))

[o) - al - — ol - — - Eal el
1 1 1 L 1 1 1 1 1 L 1 L 1 ] 1 L I} 1 1
S B S B S B N T D A A
T T T T Y T (N SRR SN KN EO RN N NN SR SR
S T T Y A EEN R SN (A S B B B I

e e s e e S Bt Rt (e e P = r—T
E T T Y E (R B I R B Lo |
T T R T TR E SR R R Lo _

———t————t-————t—A-—t-A—-—F—1- += - ot
T T Y A (R SR S SR B oo !

T T T R S (R S T SR B oo I
i N S JU R S e e s B G ] —t
T T Y SR (N HE T SR B o I
I A I | I | | I I I I i I
e e e e e s ] e s 4 v
[ S T T T R H B B o I
L el R Y TR HE SR B o !

BN (S — L d__L_Jd__L_1_ 1l Poesc il
Coor oo I o !

[ T T S N I o i
N T NP AN R O RO I I b

o L E R I |
[T o T R B |
T R A I S |
T TT [ | Y I i T [
T T TR S S B I [
T T (R S SR B I [
i B s e e e e T T (o e Wi e
T T SN (N NN NN AN A (NN B NS B
R T T S TN TN S AN (N U S S BN B W
———t-————t--——t-A-—-r-"-—-rF-t- - Tt~ -1~ -f--r-7T
T T (A SN TR HN KON A A (N S S S
[ T T S HA TN SN ARG (N A N I BN
e s e e ) e e
F S T S R SN S KNS N A N SR ERN
T T (T T Y N AN A (NN SR S B
S NS RSN SUNSNT | S | U COUPUS! VRN, I[N BOGHSS (NS (RSSUS, [S: (RSN RN
R T S T T S EY B S Lo
F T T S A SN SN AN (R R S SN ENN B
SR T T MY T NN SRS DU PR DI SN S AN IO M &
T T e
Y T R A TN S AR SN R [ T B
el Ll _L_d_o_b_ Aol =L
T [ I
T T T S SR H B SR R | I
bbb L1 ! _
] | | I I I | ] | ] [ | | | ol I
T T S (R HE SO S R [T T T e T
A e
I R I Feas T L s R i e S T ” e o R I I i
[ T T T TR S S A N N N @ O e R
T T (AR KA (R N K S N T B A R R R R
- =T —T--——T-O--r-A--r—--r—T-§r-T-—-T1---r—F
T T S H TN S AN Y AN TN SR N AN S SR SR S
[ T T ST S SN S NS Y (RN SN SR S L S ER SR S
———t——m—t————t——d——F—d-——F-—d4-—F—t————t-———t———-—t -
I 1 | [ I | | [ | I | | | | & | | | I
R T A EE Y A (Y (RN NN H BN [ I R
e e e e e T B e e e Fm i el e ¥
R T A AR E RN S B [ T A T T B
S S A A E RN B R | [ T R I
el sl ssvesl s sl el IS N S N | NSt | 0 5 1
R T e e T T T S B | [ T R
T T T Y A N S S SR B | [ T R B
1 | 1 1 | | ! | 1 ! | 1 1 1 1 1 1

ppm

4.5

7 7.

8

8.5

9.0

<8

582



{*H} NMR of dendrimer 3

31P -G2-Pd2
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Current Data Parameters

NAME hmfC0099
EXPNO 2
PROCNO 1
USER majoral

F2 - Acquisition Parameters

Date_ 20080430
Time 18.42
INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60dc

TD 65536
SOLVENT DMSO

NS 1030

DS 4

SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 36780.8

DW 13.700 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz

F2 - Processing parameters

SI 65536

SF 121.4948510 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40



1H NMR of dendrimer 3-G2-Pd2
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{*H} NMR of dendrimer 3

H1_INT
Gc2L1-Pd

9.065
8.768
8.000
7.830
7.623
7433
6.939
5.505

___—8.133

|
oL b | _
PaNs 10— )—C=N-N—P10—

14 j

™
<
™
™M m o :
Current Data Parameters
NAME hmfC0099
EXPNO 1
PROCNO 1
USER majoral
F2 - Acquisition Parameters
~ Date_ 20080430
Time 18.29
| I INSTRUM spect
PROBHD 5 mm TXO 31P/1
PULPROG 1s_zg60
32768
DMSO
8
2
5411.255 Hz
Me 0.165138 Hz
| 3.0278132 sec
H 256
J CENAN=EAO—y Rt e
l‘?! 2 10.00090060
o . 00000 sec
Cl h—r ;ﬁ ST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 1H
Pl 10.20 usec
PL1 -2.00 dB
& SFO1 300.1318008 MHz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.10 Hz
GB 0
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{*H} NMR of dendrimer 3
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EXPNO
PROCNO
USER

Current Data Parameters

hmfCc0099
3

1
majoral

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

|
180 160

T
140

T T
120 100

80

60 40 20 ppm
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20080501
10.37
spect

5 mm TXO 31P/1
1s_zg60dc
65536

DMSO

19200

4

18115.941 Hz
0.276427 Hz
1.8088436
29193
27.600
10.00
297.9 K
1.00000000
0.03000000
0.00000000
0.01500000

17.00 dB
300.1312005 MHz

F2 - Processing parameters

65536
75.4677490 MHz
EM
0
1.00 Hz
0
1.40



1BC JMOD NMR of dendrimer 3-G2-Pd2s
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{*H} NMR of dendrimer 3

176.400
157153

C13_JMOD_H1
Gc2L1-Pd

67.483

Current Data Parameters
NAME hmfC0099
EXPNO 4
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080502
Time 8.03
i 5, \H INSTRUM spect
"'-. \ PROBHD 5 mm TXO 31P/1
PULPROG 1s_jmod
1 TD 65536
SOLVENT DMSO
NS 20000
DS 4
SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
. RG 29193
DW 27.600 usec
DE 10.00 usec
TE 297.9 K
CNST2 145.0000000
CNST11 1.0000000
2.00000000 sec
.00689655 sec

.00000000 sec

0
0.00000917 sec
0
0.01500000 sec

CHANNEL fl ========
13c
7.20 usec
14.40 usec
PL1 ~6.00 dB
SFO1 75.4752958 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6é
NuUC2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536
SF 75.4677490 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T T I T I T I T I T T i I o PC 1.40

T T
180 160

T
140 120 100

80 60 40 20 ppm
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31P -G3-Pdas
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{*H} NMR of dendrimer 3
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Current Data Parameters

NAME hmfc0102
EXPNO 3
PROCNO 1
USER majoral

F2 - Acquisition Parameters
Date_ 20080507
Time 20.03
INSTRUM spect
PROBHD 5 mm TXO 31p/1
PULPROG 1s_zg60dc

TD 65536
SOLVENT DMSO

NS 2000

DS 4

SWH 36496.352 Hz
FIDRES 0.556890 Hz
AQ 0.8978932 sec
RG 36780.8

DW 13.700 usec
DE 10.00 usec
TE 297.9 K
D1 1.00000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL fl ========
NUC1 31p

Pl 8.80 usec
PL1 0. dB
SFO1 121.4948510 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 89.00 usec
PL2 -2.00 dB
PL12 17.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 65536

SF 121.4948510 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40



1H NMR of dendrimer 3-Gs-Pdas
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{*H} NMR of dendrimer 3

H1_INT
Ge3Ll-Pd
< SO ANnm ™M FANANNOVOIFIOHONNHOON
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o~ o~ w0 — O vovwummAanUEmMmor-r~S~~
[e) W o} (o o I B o [aaliNe] MO MMM OAANANANANAAAAA Current Data Parameters
NAME hmfc0102
EXPNO 2
PROCNO 1
USER majoral
F2 - Acquisition Parameters
Date_ 20080507
Time 18.51
INSTRUM spect
I PROBHD 5 mm TXO 31pP/1
PULPROG 1s_zg60
TD 32768
AN \ SOLVENT DMSO
,/ / NS 8
f [ =M S 2
Me WH 5411.255 Hz
f'4|"|E . hfe ||I i ‘i | —N IDRES 0.165138 Hz
H — 1 | A Q 3.0278132 sec
- N C=N-N—P+0— C=N-N—P -0 L ,.J ] 287.4
PaN; G@C‘ N=N lII 0 W ”_"-_ b T N [,|-—F‘d=Nf' \._' i DW 92.400 usec
|l — 5 g ! i f”;) ;Jfg DE 10.00 usec
S Gl N—, 5TE 298.0 K
D1 10.00000000 sec
MCREST 0.00000000 sec
| MCWRK 0.01500000 sec
======== CHANNEL f1 =====z===
NUC1 1H
Pl 10.20 usec
PL1 -2.00 dB
SFO1 300.1318008 MHz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
WDW EM
4 | SSB 0
| | LB 0.10 Hz
GB 0
| J’_ | J |/ BC 1.40
10 9 8 7 6 5 4 3 2 1 ppm
[ © o
g 8 a S 3 |8 |3 R
- | (-] -} < g -
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{*H} NMR of
BC dendrimer 3-Gs-Pdus
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{*H} NMR of

C13_DECOUPLE_H1
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Current Data Parameters
NAME hmfC0102
EXPNO 4
PROCNO 1
USER majoral
- Acquisition Parameters
,f l\\}'\l \ \ \ o 20080509
f’/ \ Time 7.49
}— | | InsTRUM spect
Me fl PROBHD 5 mm TXO 31P/1
— :—N—< |PULPROG 1s_zg60dc
—I’—'-Cl | IJI [TD 65536
_<‘\ ,f F‘d ) ) | SOLVENT DMSO
- / 44800
N 1*}!;') 5 NS 80
5 C, [N— f%f 4
18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
RG 16384
DW 27.600 usec
DE 10.00 usec
TE 297.9 K
I D1 1.00000000 sec
dill 0.03000000 sec
MCREST 0.00000000 sec
0.01500000 sec

SI
SF
WDW
SSB
LB
GB
PC

1 T T
180 160 140

T
120

T
100

S95

80

60 40 20

ppm

89.00 usec
ds

17.00 dB
300.1312005 MHz

F2 - Processing parameters

65536
75.4677490 MHz
EM
0
1.00 Hz
0

1.40



