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SAAb-II-29-6

Archive directory: sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

1.286

Pulse Sequence: szpul
Solvent: CDC13

Ambient temperature
Mercury-400BB "unknown"

/=

1.350
1.132

Rejax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.992 sec

Width 6410.3 Hz

16 repetitions

OBSERVE H1, 400.1252176 MHZ
DATA PROCESSING

FT size 32768

Total time 0 min, 50 sec
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'H-NMR spectrum of compound 1 in (CDCI;, 400 MHz)



saab-37-8

Archive directory: /export/home/desmond/vhmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

\__77.033

/-—7?.671

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.199 sec

Width 25125.6 Hz

1000 repetitions
OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 38 min, 10 sec
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BC-NMR spectrum of compound 1 in (CDCl;, 100 MHz)



saabhII-28-6

Archive directory: /export/homeydesmond/ynmrsys/data

»Sample directorys:

c.File: CARBON

‘Puise Segquence: DEPT

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acg. time 1.199 sec

Width 25125.6 Hz

3000 repetitions

OBSERVE €13, 160.6115420 MHz
DECOUPLE H1,<400.1272240 MHz
Power 36 dB 3

on during acquisition

off during d

WALTZ-16 moduigted

DATA PROCESSINGH

Line broadenijng 1.0 Hz

FT size 65536
Total time 1 hjr,| 55 min, 34 sec

30.800
\_30.603

49.374

31.937
1.822

/3

36.868
35.7089

42.317
38.421

27.882

18.164
14.263

24.183
22.784

DEPT spectrum of compound 1 in (CDCl3, 100 MHz)




SAAL-TI-29-86 SRAL~TI~E3-% Tl T
Archive directory: Jsexportshome/desmond/vnmr mu e F o etan iR BRI R G T St TR D, S
sa-p)e directory: e LR N : E:

PROTON r|-,., e F

-Pulsl Sequence: gHMOC Pat.s SCREIal-. ALY
Solvent: CDC13 3
Aabient lmrﬂun

Mercury-40088

Relax. delay 1.000 sec

ements

OBSERVE K1, 400.1252176 MHz

DECOUPLE C13, 100.5190878 MHz
ur ing aceut 113!

on during a.equ s on

off during delay

GARP-1 modulated

DATA PROCESSIMNG

Gauss apodization 2.074 sec [

F1 DATA PROCESSING J |

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 br, 0 sec F2

(ppm
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2D-HMQC spectrum of compound 1
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SAAL-II-29-6

SAAL-IT-29-

Archive directory: /export/home/desmond/vnmrsys/data"
St

Sample directory:
File: PROTON

Pulse Seguence: gHMQC

Solvent: COC13
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

22 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MH2
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 0 sec
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Partial expansions of the 2D-HMQC spectrum of compound 1
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SAAb-II-29-6

Sample directory:

Archive dirdctnry: /sxpnrifhuma/ﬂes'mond/vmrsys/da’lﬂ
File: PROTON ' BERI T

“Pulse Ssquéhce:_ gHMQC

Solvent: CDC13
Ambient temperature - &
Mercury-400B8 "unknown' ) B LT A

Relax. delay 1.000 sec

Acg. time 0.160 sec
Width 6410.3 Hz \J‘q
2D Width 17094.0 Hz / .,
22 repetitions i !
2 % 128 increments !
OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 di
on during acquisition
off during delay
GARP-1 modulated
DATA PROCESSING
Gauss apodization 0.074 sec
F1 DATA PROCESSING -
Gauss apodization 0.014 sec . L
FT size 2048 x 2048
Total time 2 hr, 0 sec F2
(ppm]]
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Partial expansions of the 2D-HMQC spectrum of compound 1



SAAb-II-29-6

archive directory: sexport/shome/desmond/vomrsyssdata
-

sample diréctory:
File: PROTO

Pulse Sequence: gHMBC
Solvent: COC13

Ambient temperature
Mercury-400BB  “unknown®

Relax. delay 1.000 sec
Acg. time 0.160 sec
W h 410.3 H=z
20 Width 24154.6 Hz
22 repetitions
400 increments
OBSERVE  H1, 400.1252176 HHz
1

Total time 3 hr, 12 min, 49 sec
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2D-HMBC spectrum of compound 1
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SAAB-11-28-5

Archive directory: ,ee,'xpnr,t,fhome;désmondfvr—r-s;rsxdﬂ'ta:
3 Sample directory: . - T
. -File: PROTON

Pulise Seguence: ng‘IBC-

Salvent: CDC13
fAmbient temperature
Mercury-400BE  “unknown™

Relax. delay 1.000 sec
fcg. time 0.160 sec
Width 6410.3 Hz

20 Width 24154.6 Hz
22 repetitions

400 increment

OBSERVE H1, gno,uszl?ﬁ MHzZ !;
I:IATA PROCESSING i
Sing bell 0.380 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 3 hr, 12 min, 49 sec
w . TS NSO I
Fz
(ppm}
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Partial expansions of the 2D-HMBC spectrum of compound 1
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‘SAAb-TII-29-6
Archive directory: /export /home sdesmond /vnmrsys /data

Sample directory
File: PROTON

Pulse Sequence: éHNBC
Solvent: CDC13

Ambient temperature
Mercury-40088 “unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

22 repetitions

400 increments

OBSERVE H1, 400.1252176 HHz
DATA PRDCESSING

Sine_bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 3 hr, 12 min, 49 sec

I

165 164 163 162 161 160 159 158 157 156 155 154 153 152
F1 (ppm)

Partial expansions of the 2D-HMBC spectrum of compound 1



11

- SAAL-II-29-6.

Archive directory: /export/home/desmond/vnmrsys /dat.
Sample directory: P '3
B —‘Fig'l'g: PROTON S

. F-“ul1ss Seqqeniﬂs: gHMBC
Solvent: €DC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
410.3 Hz
2D Width 24154.6 Hz
22 repetitions
400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine_bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec
FT size 2048 x 2048
Total time 3 hr, 12 min, 49 sec
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Partial expansions of the 2D-HMBC spectrum of compound 1



© SAAB-TI-28-6

Archive directory: Jexport/home/desmond/vnmrsys,/data

Samplie directory:
- :File: -PROTON -

" Pulse Sequence: gHMBC

~ Solvent: CDC13
Ambient temperature
Mercury-400BB  "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width B410.3 Hz

2D Width 249154.6 Hz

22 repetitions

400 increments

OBSERVE Hi, 400.1252176 MHz
DATA PROCESSING .

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 204B
Total time 3 hr, 12 min, 49 sec
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Partial expansions of the 2D-HMBC spectrum of compound 1



SAAb~-II-29-6
Archive directory:

Sample directory:
File: PROTON

Pulse Seguence:

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

gHMBC

Relax. delay 1.000 sec
cqg. ime 0.160 sec
Width 6410.3 Hz
2D Width 24154.6 Hz
22 repetitions
400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine bell 0.080 sec
F1 DATA PROCESSING

Total time 3 hr, 12 min, 49 sec

/sexport/home /sdesmond/vnmrsys /data
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Partial expansions of the 2D-HMBC spectrum of compound 1
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SAAD-II-29-6

Archive directory: sexportshomesdesmond/vnmrsys/data
Sample directory:
File: PROTOMN

Pulse Seguence: gHMBEC Gt

Solvent: CDC13 L :
Ambient temperature i Fatura
Hercury-400BB "unknown"

Relax. delay 1.000 sec
. Acg. time 0.160 sec
Width 6410.3 Hz
20 Width 24154.6 Hz
22 repetitions
400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine bell 0.080 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 3 hr, 12 min, 49 sec
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Partial expansions of the 2D-HMBC spectrum of compound 1



SAAb-II-29-6

Archive directory: /export/home/d
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

22 repetitions

400 increments

OBSERVE  H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 3 hr, 12 min, 49 sec

esmond/vnmrsys/dat
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Partial expansions of the 2D-HMBC spectrum of compound 1
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SAAb-I1-29-6 oL ELd

Archive directory: /export/home/sdesmond/vnmrsys/data
Sample directory: .
File: PROTONW - se T

Pulse Seqguence: gCOSY

Solvent: CDC13
Ambient temperature
Mercury-400BB “uninown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz I\

2D Width 6410.3 Hz

8 repetitions

128 increments

DBSERVE H1, 400.1252176 MHz
DATA PROCESSING Cppmj

FT size 2048 x 2048 -
Total time 21 min, 55 sec

i
= B

F1 (ppm)

2D-COSY spectrum of compound 1
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SAABEI-29-5 . o GAABLI-

SAAETY S E S vy

Archive directory: /export/home/mradwan/vimrsys/datario ..
Sample directory: Zal
File: PROTON

Pulse Seguence: ROESY

Solvent: pyridine
Temp. 35.0 C / 308.1 K
Mercury-400BB '"unknown"

Relax. delay 1.000 sec
Mixing 0.800 sec
Acg. time 0.160 sec )K )\
Width 6410.3 Hz
2D Width 6410.3 Hz
20 repetitions F2 .
2 ® 128 increments
OBSERVE  H1, 400.1252091 MHz (ppm)
DATA PROCESSING 7
Gauss apodization 0.074 sec =0
F1 DATA PROCESSING i
Gauss apodization 0.023 sec
FT size 2048 x 2048 ]
Totail time 0 min, 0 sec -
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2D-ROESY spectrum of compound 1
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SAABTI-29-6

Archive directory: /export/home/mradwan/vrnrsys/dat
Sample directory: B . =
File: PROTON

" Pulse Sequence: ROESY

Solvent: pyridine
Temp. 35.0 C / 308.1 K
Hercury-400BB  "unknown"

Relax. delay 1.000 sec
Mixing 0.800 sec

Acg. time 0.160 sec
Width 6410.3 Hz

2D Width 6410.3 Hz

20 repetitions Fz -
2 % 128 increments

OBSERVE H1, 400.1252091 MHz (ppml
DATA PROCESSING

Gauss apodization 0.074 sec .
F1 DATA PROCESSING -0 .5
Gauss apodization 0.029 sec N
FT size 2048 x 2048 b
Total time 2 hr, 56 min, 26 sec

S
4.0 3.9 3.8 3.7 3.6 3.5 3.4
F1 (ppm)

2D-ROESY spectrum of compound 1



SAab_TT-30-8 saak 1=

archive directory: Jexport/shome/00smond /Nnarsys dater
Sample directory: =
File: PROTOM

Pulse Sequence: sZpul e
Solveant: COC13

bient témperature
Harcury=-400B8  *unknown®

Relax,. delay 1.000 sa&c
Pulse 45.0 degrees

Acg. time 1.992 soc

Width 6410.3 Hz

260 repatitions

DESERVE Hi, 400.1252176 HHz
DATA FROCESSING

FT size 32768

Total time 10 min, 27 sec

19
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'H-NMR spectrum of compound 2 in (CDCls, 400 MHz)

ppm
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SAABII-30-8 "
Archive directory:
Sample directory:
File: CARBON

Pulse ésquence: s2pul ris

Soilvent: CDC13 . R
Ambient temperature B i
Mercury=400BB "unknown"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.193 sec

Width 25125.6 Hz

24500 repetitions

OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 15 hr, 34 min, 48 sec

LN BN L L L L LI M N L L N L L L B L L N L B L L L N N B L N N N I L N L B N B L B L B )

220 200 180 160 140 120 100 80 60 40 20 0 ppm

BC-NMR spectrum of compound 2 in (CDCls, 100 MHz)
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SAABII-30-8 . ’ . . SAABIL-G0-0 : . FAAGLT TG

Archive directory: /export/home/desmond/vnmrsys/da’
Sample directory:
File: .CARBON

Pulse Sequence: DEPT L . P

Solvent: CDC13
Amhient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Pulse 90.C degrees

Acg. time 1.199 sec

Width 25125.6 Hz

3753 repetitions
OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line hroadening 1.0 Hz

FT size 65536
Total time 0 min, 0 sec

By S A P A s m mw i

220 200 180 1640 140 120 100 80 60 41 ppm

DEPT spectrum of compound 2 in (CDCl3, 100 MHz)



SAAB=II1-30-8

Archive directory: sexport/home/desmond/vninrsysy/d

Sample directory:
File: PROTON

Pulse Seguence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17034.0 Hz

48 repetitions

2 % 128 increments

OBSERVE Hi, 400.1252176 MHz
DECOUPLE C13, 100.6130878 MHz
Pawer dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization D.074 sec
F1 DATA PROCESSING

Gauss apadization 0.014 sec

FT size 2048 x 2048

Total time 4 hr, 18 min, 43 sec

22
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2D-HMQC spectrum of compound 2
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SAAB-1I~-30-8 oo B . SAARB-LL 3048

Archive directory: /export/homeydesmond/vnmrsys/datasi
Sample directory: DR 1 . . San
File: PROTON "

JPulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Acq. time 0.160 sec

wWidth 6410.3 Hz
20 Width 17094.0 H=z Q‘f\' 9&9’
48 repetitions o ,g" -5
2 % 128 increments N v . *" <
OBSERVE H1, 400.1252176 MHz ~ (A “
DECOUPLE C13, 100.6130878 MHz A\ < » N
Power 41 dB 19 ¢ ¢
on during acquisition a
off during delay .
GARP-1 modulated
DATA PROCESSING
F(J;-ags%qaggdééat:i[;n 0.074 sec L L ul
A OCESSING i3 ede b (o Al At L Ly Al eI o it ANy K AT
Gauss apodization 0.014 sec M RN LA 2 i L 04 Gt ad st ok AL s L i L ‘H
FT size 2048 x 2048
Total time 4 hr, 18 min, 43 sec F2 3
(ppm3 - - )
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Partial expansions of the 2D-HMQC spectrum of compound 2



SAAB-II-30-6

archive directory: /export/home/desmand/vamrsys /datal

. Sample directory:
File: PROTON

Pulse Sequence: gHHBC

Solvent: COC13
Anbient temperature
Hercury=40088  "unknown"

Relax. delay 1.000 sec
fAcq. time 0.160 sec
Width  6410.3 Hz

20 Width 24154.6 Hz

64 repetitions

400 increments

OBSERVE  H1, 400.1252176 WHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size Z048 x 2048
Total time 0 min, 0 sec

&

24
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BC spectrum of compound 2



SAAB-II-30-8

Archive directory:
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Selvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

20 Width 24154.6 Hz

64 repetitions

400 increments

O0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Total time 9 hr, 13 min, 4 sec

25
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Partial expansions of the 2D-HMBC spectrum of compound 2
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SAAB-II-30-8

Archive directory: sexport/home/desmond/vamrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB  "unknown"

Width 6410.3 Hz

2D Width 24154.6 Hz

64 repetitions

400 increments

OBSERVE  H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 9 hr, 13 min, 4 sec
P b (VY e b

(ppm
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Partial expansions of the 2D-HMBC spectrum of compound 2
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SAAB-II-30-8
Archive directory: Jexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON
Pulse Sequence: gHMBC

Solvent: CDCI3
Ambient temperature
Hercury-400BB  "unknown"

Relax. delay 1.000 sec

Acy. time 0,160 sec

Width 6410.3 Hz

20 Width 24154.6 Hz

64 repetitions

400 increments

OBSERVE  H1, 400.1252176 HHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 9 hr, 13 min, 4 sec

1.8
2.0
2.2
2.6
| T
R R R LR L RN LR R L RS LR AR AR LR R LR LR RN B
a0 38 36 34 32 30 28 26 24
F1 (ppn)

Partial expansions of the 2D-HMBC spectrum of compound 2
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SAAB-II-30-8 e

Archive directory: sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC
Solvent: CDC13 SRR

Ambient temperature e
Mercury-400BB  "unknown" :

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

64 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 9 hr, 13 min, 4 sec
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Partial expansions of the 2D-HMBC spectrum of compound 2
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SAABELT=90-8 . . el § LT . N AT
Archive directory: Joxport/home sdosmond wrmriys /data ., Yoy 4§ . i (R | CAVY S T

Samplie directory: Sl 1L . ig T | . “
File: PROTON Flogs %0 TR L T

Puise Sequence: ROESY

Solvent: CDC13
lant temparature

Aml
Marcury=4008 Sunkrown =
Ralax. d‘lt; 1.000 sac
ixd sec
A
3 HE
r

20 Width S410.3 Wz
;.nr===‘==g“:¢ﬂtu F2 4
08.1292176 Wiz (ppm)|
tion 0.074 sec 4
tion 0.028 sac 7
»x 20
Total time 2 hr, 20 min, 43 s8c 1
2—
g o=
3_
4-]
s_
= B A
’..
E a
8] ;
] i
. !
e T u T T T T T T L
] F ] 5 4 3 z 1

F1 (ppm)

2D-ROESY spectrum of compound 2
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H-11

SapB-11-30-8 . o T OSARG-
H-13

archive directory: faxpurt;nnna{dasnond;unnrlfSidnt
“Sample diractury A
File: PROTOM o T

Pulse Seguencé: ROESY
Solvent: CDC13

Ambient temperature
Hercury-400B8  “unknown®

Relax. delay 1.000 sec

Misimg 0.800 sa&c

Acg. time 0.160 sec
6410.3 Hz

§o W atn Sa10.3 N E
z =
16 repetitions Fz 4 ° {hf
2 % 128 Increments ( ppmJy]
DBSERVE K1, 400.1252176 WHz 4
DATA PROCESSI 3
Gauss upudizat1en 0.074 sec =g
Fl Dh'l'A PROCESSING B
Gau podization 0.029 sec .
FT B17e 2048 % 2048 .64 Q
Total time 2 hr, 20 min, 43 sec -
E ¥
3 <
0.8 o
3 Al
1.0
3
1.2
q =
H-11 1.4 C -
H-13 4
1.6-
1.8
H-6a E
2.0
2.2

T AR R e RRR A R

2.6 2.4 2.2 2.0 1.8

FL (ppm)

2D-ROESY spectrum of compound 2
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SAAB-II-19-8 SRAB-IT-19-8

Archive directory: /sexport/home/desmond/vnmrsys /data b v
Sample directory: &
File: PROTON

Pulse Seguence: s2Z2pul Pul:a
Solvent: CDCI13

Ambient temperature
Mercury-400BB "unknown''

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.9%2 sec

Width 6410.3 Hz

16 repetitions
OBSERVE H1, 400.1252176 MHz
DATA PRDCESSING
FT size 32768
Total time 0 min, 50 sec

'H-NMR spectrum of compound 3 in (CDCls, 400 MHz)

ppm
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‘saabIT-13-8 ) saabii-19-a RS R i

Archive directory: /exportshome/desmond/vnmrsys /data
Sample directory:
File: CARBON

Pulse Sequence: s2pul
Solvent: CDC13

Ambient temperature
Mercury-400BB "unknown

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.199 sec
Width 25125.6 Hz
2800 repetitions
OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 65536
Total time 0 min, 0 sec

B AR i) } il ol iAo _“"_, . ” .‘qu-ﬂ\ y{"q TRIEEE A i "“\‘ ‘1“&‘; “rf} i
iyl G s il S il g
40

o i

60 20 0 ppm

BC-NMR spectrum of compound 3 in (CDCls, 100 MHz)



SAAB-II-19-8

Archive directory: sexport/homesdesmond/vnmisys/data

Sample directory:
File: PROTON

Pulse Seguence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-4008B "unknown'

Relax., delay 1.000 sec

Acg, time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 % 128 increments

OBSERVE HL1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec
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2D-HMQC spectrum of compound 3
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SAAB-II-19-8

Archive directory: /export/home/desmond/vnmrsys/data @ .
Sample directory: i .
File: PROTON Fige:

Pulse Sequence: gHMQC
Solvent: CDC13
Ambient temperature

Mercury-400BB "unknown" LW

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz
2D Width 17094.0 Hz
32 repetitions
2 % 128 increments
OBSERVE ~ H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 dB
on during acquisition
off during delay
P-1 modulated
DATA PROCESSING
Gauss apodization 0.074 sec
F1 DATA PROCESSING

Total time 2 hr, 52 min, 45 sec

(ppm)]

Partial expansions of the 2D-HMQC spectrum of compound 3
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SAAB-II-19-8 LaAR-1T

Archive directory: sexport/home/desmond/vnmrsys/data

Sample directory: E

File: PROTON ) £i

Pulse Sequence: gHHMQC Trjea Sags e ghen P .
Solvent: CDC13 i TR B

Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 % 128 increments

DBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec
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Partial expansions of the 2D-HMQC spectrum of compound 3
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SAAB-II-19-8

Archive directory: /export/home/desmond/vnmrsys /data
Sample directory: 5
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

400 increments

0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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2D-HMBC spectrum of compound 3



SAAB-II-19-8

Archive directory: /export/home/desmond/vnmrsys/data -.-. °

Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine bell 0

.080 sec
F1 DATA PROCESSING

Total time 4 hr, 37 min, 54 sec
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Partial expansions of the 2D-HMBC spectrum of compound 3
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SAAB-1I-19-8 SBEAT I ige2

Archive directory: /export/home/desmond/vnmrsys /data.
Sample directory:
File: PROTON

Pulse Sequence: gHMBC
Solvent: CDC13 o .
Ambient temperature L A g

Mercury-400BB "unknown" -

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz

DATA PROCESSING
Sine bell 0.080 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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Partial expansions of the 2D-HMBC spectrum of compound 3
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SAAB-II-13-8

Archive directory: /export/home/desmond/vnmrsys/dat
Sample directory: e
File: PROTON E

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown" B TR

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

400 increments
0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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Partial expansions of the 2D-HMBC spectrum of compound 3
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SAAB-II-19-8 SARB-TI-1T

Archive directory: sexportshome/sdesmond/vnmrsys/data
Sample directory: E:

File: PROTON

Pulse Sequence: gCOSY Tulue
Solvent: CDC13

Ambient temperature
Mercury=-400BB "unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz AL
20 Width 6410.3 Hz

16 repetitions -1
128 increments

QOBSERVE H1, 400.1252176 MHz
DATA PROCESSING (ppm)
Sq. sine bell 0.080 sec -
F1 DATA PROCESSING i
8q. sine bell 0.020 sec

FT size 2048 x 2048
Total time 42 min, 39 sec

2D-COSY spectrum of compound 3
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SAAB-II-19-8 SHARB-FTI-19-8

Archive directory: sexport/home/desmond/vnmrsys/data *
Sample directory: . Soompet
File: PROTON Filg:

Pulse Sequence: gCOSY - R
Solvent: CDC13 Ao
Ambient temperature :

Mercury-400B8 "unknown*

Relax. delay 1.000 sec
Acg. time D.160 sec
Width 6410.3 Hz
2D Width 6410.3 Hz

16 repetitions
128 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sq. sine bell 0.080 sec
F1 DATA PROCESSING
Sq. sine bell 0.020 sec
FT size 2048 x 2048
Total time 42 min, 39 sec

3.6 3.4 3.2 3.0 2.8 2.6 2.4 2.2 2.0 1.8 1.6 1.4 1.2 1.0
F1 (ppm)

Partial expansions of the 2D-COSY spectrum of compound 3



SAAB-19-8

Archive directory:
Sample directory:
File: PROTON

Pulse Sequence: ROESY

Solvent: CDC13
Temp. 45.0 C / 318.1 K
Mercury-4008B  “unknown®

Relax. delay 3.000 sec
Mixing 0.800 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 6410.3 Hz

30 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 HWHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.029 sec
FT size 2048 x 2048

Total time 0 min, 0 sec
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2D-ROESY spectrum of compound 3



Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 1.992 sec
Width 6410.3 Hz
4 repetitions
0BSERVE H1, 400.1252176 MHz
‘DATA PROCESSING
FT size 32768
Total time 0 min, 13 sec

43
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Fig (12) "H-NMR spectrum of compound 4 in (CDCls, 400 MHz)



Archive directory: /sexport/home/safwat/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: sZpul

Solvent: CDC13
Ambient temperature
Mercury-400BB 'unknown"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.199 sec

Width 25125.6 Hz

6000 repetitions

OBSERVE €13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 3 hr, 48 min, 56 sec

e 1 o L L i e ]
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Fig (13) *C-NMR spectrum of compound 4 in (CDCl;, 100 MHz)
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Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: DEPT

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"”

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acg. time 1.199 sec

Width 25125.6 Hz

2000 repetitions
OBSERVE €13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 1 hr, 17 min, 13 sec
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b ‘mimmuulﬂ ‘nl‘ \ L“Lm x'“ I MII‘I* |1h|||| .“1 dll]lﬂ il mﬂm ﬂw u1lblﬂn ! JML JI“L\JMM. | me MN !l Iﬂa“uﬂﬂi !M‘erm |H”WM':I!L‘ kil duUlllJ fm]h il "MM ik
0

220 200 180 160 140 20 100 80 60 20

Fig (14) DEPT spectrum of compound 4 in (CDCl3, 100 MHZz)
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MRROSS-03-24-HPLC-10

Archive directory: /export/home/safwat/vomrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Hercury-400BB “unknown'

Relax. delay 1.000 sec
Acq. time 0.160 sec
width 410.3 Hz

24 repetitions

2 % 128 increments

OBSERVE H1, 40D0.1252176 MHz
DECOUPLE C13, 100.6190878 HHz
Power 41 dB

on during acquisition

off during delay |
GARP-1 modulated ‘
DATA PROCESSING

Causs apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec il H A Llih-u..‘mzﬁu...l J3i il

AR gl
FT size 2048 x 2048
Total time 2 hr, 10 min, 33 sec F2 N
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2D-HMQC spectrum of compound 4
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MRROSS-03-24-HPLC-10

Archive directory: sexport/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec
Acqg. time 0.160 sec
Width 6410.3 Hz

2D Width 17094.0 Hz

24 repetitions \
2 x 128 increments

OBSERVE H1, 400.1252176 MHz \

DECOUPLE €13, 100.6190878 HHz |

Power 41 dB

on during acquisition .

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec

F1 DATA PROCESSING

Gauss apodization 0.014 sec

FT size 2048 x 2048

Total time 2 hr, 10 min, 33 sec

® @

T
50 a5 40 35 30 25 20 15
F1 (ppm)

Partial expansions of the 2D-HMQC spectrum of compound 4



MRROSS-03-24-HPLC-10

Archive directory: /sexport/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Seguence: gHMQOC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

24 repetitions

2 x 128 increments

OBSERVE  H1, 400,1252176 MHz

DECOUPLE C13, 100.6190878 MHz

Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec

F1 DATA PROCESSING

Gauss apodization 0.014 sec |
FT size 2048 x 2048 -
Total time 2 hr, 10 min, 33 sec Fe 3
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Partial expansions of the 2D-HMQC spectrum of compound 4




" MRROSS-03-24-HPLC-1D

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

20 Width 24154.6 Hz

24 repetitions

400 increments
OBSERVE  H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 3 hr, 29 min, 50 sec
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2D-HMBC spectrum of compound 4




* MRRDOSS-03-24-HPLC-10

Archive directory: sexport/home/safwat/vnmrsys/data

Sample directory:
File: PROTO

Pulse Sequence:

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

gHMBC

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

24 repetitions

400 increments -
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 3 hr, 29 min, 50 sec
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Partial expansions of the 2D-HMBC spectrum of compound 4
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‘ MRROSS-03-24-HPLC-10

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Segquence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown™

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

24 repetitions

400 increments
OBSERVE H1l, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec
FT size 2048 x 2048
Total time 3 hr, 29 min, 50 sec
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Partial expansions of the 2D-HMBC spectrum of compound 4



* MRROSS-~03-24~HPLC

-10

52

Archive directory: /export/home/safwat/vnmrsys/data

Sample directory
File: PROTON
Pulse Sequence: g

Solvent: CDC13
Ambient temperat

Mercury-400BB "unknown"

Relax. delay 1.0
Acg. time 0.160
Width 6410.
2D Width 24154.6
24 repetitions
400 increments
OBSERVE H1,
DATA PROCESSING
Sine bell 0.08
F1 DATA PROCESSIN
Sine bell 0.008
FT size 2048 x 20
Total time 3 hr,

HMBC

ure

00 sec
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Partial expansions of the 2D-HMBC spectrum of compound 4



Mriss-24-10

53

Archive directory: sexporti/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: ROESY

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec
Mixing 0.800 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 6410.3 Hz

26 repetitions

2 X 128 increments

OBSERVE H1, 400.1252176 HHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.029 sec
FT size 2048 x 2048
Total time 3 hr, 47 min, 41 sec
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2D-ROESY spectrum of compound 4

F1 (ppm)




Mross-24-10

Archive directory:
Sample directory:
File: PROTOW

Pulse Sequence: ROESY

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Mixing 0.800 sec

Acg. time
Width 6410.3 Hz

2D Width 6410.3 Hz

26 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 HHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.029 sec
FT size 2048 x 2048

Total time 3 hr, 47 min, 41 sec
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/export/home/desmond/vimrsys /data
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Partial expansions of the 2D-ROESY spectrum of compound 4
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saa-5.3111

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PRDTON

Pulse Seguence: s2Zpul

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown™

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.992 sec
Width 6410.3 Hz

13.188
—_ 10,018

'H-NMR spectrum of compound 5 in (CDCls, 400 MHz)
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SAA-5.3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: CARBON

77.572
77.252

70,940
31.411

1-79.940

Pulse Seguence: s2pul

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB "unknown"

-

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.199 sec

Width 25125.6 Hz

6000 repetitions

OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 3 hr, 48 min, 56 sec
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BC-NMR spectrum of compound 5 in (CDCls;, 100 MHz)



SAA-5.3II1
Archive director
File: PROTON

Puise Sequence: g

Solvent: CDC13
Temp. 30.0 C / 3

Mercury-400BB "unknown"

Relax. delay 1.0
Acqg. time 0.160
Width §410.3
20 Width 25125.6
40 repetitions
2 % 128 incremen

¥: sexport/home/safwat/vnmrsys/data
Sample directory:

HMQC

03.1 K

00 sec
sec
Hz
Hz

ts

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6226092 MHz

Power 41 dB

on during acquis
off during delay
GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.074

ition

F1 DATA PROCESSING

Gauss apodization 0.014
2048

FT size 2048 x
Total time 3 hr,

36 min,

sec
sec

18 sec

[=2]

o

~
RN RN R R
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140 130 120 110 100 90 80 70
F1 (ppm)

2D-HMQC spectrum of compound 5




SAA-5.3IIT
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Archive directory: /export/home/safwat/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDCI13
Temp. 30.0 C / 303.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 25125.6 Hz

a0 repetitions

2 % 128 increments
0BSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6226092 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1l DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 3 hr, 36 min, 18 sec
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Partial expansions of the 2D-HMQC spectrum of compound 5



SAA-5.3T11

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB “unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

20 Width 25125.6 Hz

40 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6226082 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

N

60

i

Gauss apodization 0.014 sec

FT size 2048 x 2048
Total time 3 hr, 36 min, 18 sec
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Partial expansions of the 2D-HMQC spectrum of compound 5
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SAA-5.31I1

Archive directory: /sexport/home/safwat/vnmrsys /data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 30.0 C / 303.1 K
Mercury=-400BB "unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 25125.6 Hz

40 repetitions

2 % 128 increments
OBSERVE H1, 400.1252176 MHz
DECOUPLE ©13, 100.6226092 MHz
Power 41 dB

on during acquisition

of f during delay

GARP-1 modulated

DATA PROCESSING

Causs apodization 0.074 sec
Fl DATA PROCESSING Jodon, I i l,. I\ .
Gauss apodization 0.014 sec ¥ L ey

FT size 2048 x 2048
Total time 3 hr, 36 min, 18 sec
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Partial expansions of the 2D-HMQC spectrum of compound 5



SAA-5.3I1II
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Archive directory: sexport/home/safwat/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 25125.6 Hz

40 repetitions

2 % 128 increments
OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6226092 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 3 hr, 36 min, 18 sec

LI B St

T L
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F1 (ppm)

Partial expansions of the 2D-HMQC spectrum of compound 5




SAA-5.3III
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Archive directory: sexport/shome/safwat/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 30.0 C / 303.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

20 wWidth 25125.6 Hz

40 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE ©C13, 100.6226092 MH=z
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 3 hr, 36 min, 18 sec
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Partial expansions of the 2D-HMQC spectrum of compound 5



SAA-5.3

Archive directory:
Sample directory:
File: PROTON

Pulse Sequence:

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB "unknown"

gHMBC

Relax. delay 1.000 sec
Acgq. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

400 increments

DBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec
FT size Z048 x 2048

Total time 4 hr, 37 min, 54 sec
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SAA-5.83

Archive directory: sexport/home/desmond/vnmrsys /data
Sample directory:
File: PROTON

Pulse Seguence: gHMBC

Solvent: CDC13
Temp. 30.0 C , 303.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

22 repetitions

400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec
FT size 2048 x 2048
Total time a4 hr, 37 min, 54 sec

Partial expansions of the 2D-HMBC spectrum of compound 5
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SAA-5.3I1I

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 30.0 C / 303.1 K
Mercury-400BB “unknown'

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 25125.6 Hz

40 repetitions

2 % 128 increments

DBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6226092 MHZ
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.074 sec

66

F1 DATA PROCESSING mme
auss apocllzat;gn 0.014 sec ‘)\/\-NM
a8

G
FT size 2048 x
Total time 3 hr, 36 min, 18 F2 1

_4 o]

I e B e e L A e e o e e B e L A e e e 1 —r A B
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Partial expansions of the 2D-HMBC spectrum of compound 5



SAA=-5.3

Archive directory: sexport/homesdesmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB  "unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
i 10 z

32 repetitions
400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine_bell 0.080 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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SAA-5.3

Archive directory:
Sample directory:
File: PROTON

/export/home/desmond /vnmrsys /data

Pulse Sequence:

Solvent: CDC13
Temp. 30.0 C ,/ 303.1 K
Mercury-400BB "unknown"

gHMBC

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

32 repetitions

68

400 increments
GBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sine bell 0.080 sec
F1 DATA PROCESSING
Sine bell 0.008 sec
FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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Partial expansions of the 2D-HMBC spectrum of compound 5




SAA-5.3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Temp. 30.0 C s 303.1 K
Mercury-400BB '"unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D wWidth 24154.6 Hz

32 repetitions

00 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.08B0 sec

Total time 4 hr, 37 min, 54 sec

d%qmﬂymnﬁ~¢wﬁmm”wﬂhh

69

B

-
N

= =] =] o
o o0 @ B
Lot bty

=
'
N

M P =
' ' '
o [+4] )]

~n
M

i
H
Lot loloo et letee bt bbbl

:

N
L

=
=
-
R - B A i A A B i i i ;I e
48 46 a4 az 40 38 36 34 3z 30 28 26

F1 (ppm)

Partial expansions of the 2D-HMBC spectrum of compound 5



SAA-5.3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
Fiie: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Temp. 30.0 C / 303.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

wWidth 6410.3 Hz

2D Width 24154.8 Hz

32 repetitions

400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec

F1 DATA PROCESSING

Sine hell 0.008 sec

FT size 2048 x 2048
Total time 4 hr, 37 min, 54 sec
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Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.992 sec

Width 6410.3 Hz

32 repetitions
OBSERVE H1l, 400.1252176 MHz
DATA PROCESSING
FT size 32768
Total time 1 min, 40 sec

71

Fig (18) 'H-NMR spectrum of compound 6 in (CDCl3, 400 MHz)
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Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Puise 45.0 degrees
Acg. time 1.199 sec
Width 25125.6 Hz

320 repetitions

77.610
7.290

=

OBSERVE C13, 100.6115420 MHz o
DECOUPLE H1, 400.1272240 MHz ~~
Power 36 dB ©r
continuousily on @
WALTZ-16 modulated i
DATA PROCESSING
Line broadening 1.0 Hz
FT size 65536
Total time 1 hr, 16 min, 21 sec
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Fig (19) *C-NMR spectrum of compound 6 in (CDCl;, 100 MHz)
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STANDARD 1H OBSERVE

Archive directory: sexport/home/safwat/vnmrsys/data
Sample directory: .
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-40088 “unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

4 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 HHz
DECOUPLE C13, 100.6190878 MHz

LIrS
4‘.".

Power 41 dB . . g
on during acquisition -
off during delay
GARP-1 modulated
DATA PROCESSING " [
Gauss apodization 0.074 sec o il il b it i bk i bt ot e il fhootiho 100 il L
F1 DATA PROCESSING aip b ik b gl e ke AT R AR U T A | P v PN AR e N
Gauss apodization 0.014 sec {
FT size 2048 x 2048 F2 B
‘Total time 23 min, 29 sec . (pp"‘l
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2D-HMQC spectrum of compound 6




STANDARD 1H OBSERVE
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Archive directory: /sexport/home/ssafwat/vimrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-400BB "“unknown"

Relax. delay 1.000 sec

Acq. time 0.160 sec

width 6410.3 Hz

2D Width 17094.0 Hz

4 repetitions

2 x 128 increments

OBSERVE H1l, 400.1252176 MH=z
DECOUPLE C13, 100.6180878 MHz
Power 4 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size '2048 x 2048

Total time 23 min, 29 sec

X
X
ik
Fz2
(ppm
5. 8-
6. 0-
=
7 . 4=
7 . 6-
7 . 8- = -
8.0 ‘
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Partial expansions of the 2D-HMQC spectrum of compound 6




STANDARD 1H OBSERVE

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
‘Mercury-400BB "unknawn*

Relax. delay 1.000 sec

Acg. time 0.160 sec

width 6410.3 Hz

2D Width 17094.0 Hz

4 repetitions

2 % 128 ‘increments
-OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz

Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
‘F1 DATA PROCESSING

Gauss apodization 0.014 sec |
FT size 2048 x 2048 | F2 -
Total time 23 min, 29 sec (ppml
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STANDARD 1H OBSERVE

76

Archive directory: sexport/home/safwat/vnmrsys/data

Sample directory:
File: 'PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
‘Width 6410.3 Hz

2D Width 24154.6 Hz

4 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine hell 0.008 sec

FT size 2048 x 2048

Total time 37 min, 17 sec
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2D-HMBC spectrum of compound 6
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STANDARD 1H OBSERVE

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
Fite: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "“unknown"

Relax. delay 1.000 sec
Acqg. time D0.160 sec

Width 6410.3 Hz

20 Width 24154.6 Hz

4 repetitions

400 increments
0BSERVE  H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec
FT size 2048 x 2048
Total time 37 min, 17 sec
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Partial expansions of the 2D-HMBC spectrum of compound 6
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STANDARD 1H OBSERVE

Archive directory: /export/home/safwat /vomrsys /data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Aambient temperature
Mercury-400B88 “unknown"

Relax. delay 1.000 sec
Acqg. time 0.160 sec

Width 6410.3 Hz
20 Width 24154.6 Hz
4 repetitions 7
400 increments i

OBSERVE H1, 400.1252176 MHz

DATA PROCESSING

Sine _bell 0.080 sec /

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 37 min, 17 sec i
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STANDARD 1H OBSERVE

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown

Relax. delay 1.000 sec

4 repetitions

400 increments

QOBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 37 min, 17 sec

T T T —T — T | B T I

1
30 25 20 15
F1 (ppm)

Partial expansions of the 2D-HMBC spectrum of compound 6
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STANDARD 1H OBSERVE

Archive directory: /sexport/home/safwat/vomrsys/data
Sample directory:
File: PRDTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

4 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bhell 0.008 sec

FT size 2048 x 2048
Total time 37 min, 17 sec b ”L‘ " ) ' ‘ ! | ‘ l
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Partial expansions of the 2D-HMBC spectrum of compound 6



STANDARD 1H OBSERVE

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:

File:

PROTON

Pulse Sequence:

Solvent:

cocis

gHMBC

Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Acq. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

4 repetitions

400 increments

DBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 37 min, 17 sec
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STANDARD i1H OBSERVE

Archive directory: sexport/home/safwat/vomrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Soivent: CDC13
Ambient temperature
Mercury-400BB "unknown"™

Relax. delay 1.000 sec
Acg. time Uiéﬁo sec

4 repetitions

2 ®x 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 d

on during acquisition

off during delay

GARP-1 modulated
DATA PRDCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec | - T T
FT size 2048 x 2048 y F2 E :
Total time 23 min, 29 sec b ( pp“]l
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Partial expansions of the 2D-HMBC spectrum of compound 6
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STANDARD 1H OBSERVE

Archive directory: zexport/home/safwat/vimrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Aambient temperature
Mercury-400BB '"unknown"

Relax. delay 1.000 sec
Acq. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

4 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.0B0 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 37 min, 17 sec
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STANDARD 1H OBSERVE

Archive directory: /exportzhomessafwat/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gCOSY

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. deiay 1.000 sec
Acq. time 0.160 sec
Width 6410.3 Hz

2D Width 6410.3 Hz

4 repetitions

128 increments

0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sq. sine bell 0.080 sec
F1 DATA PROCESSING

Sqg. sine bell 0.020 sec
FT size 2048 x 2048
Total time 11 min, 33 sec

84

]
'
]

2D-COSY spectrum of compound 6
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STANDARD 1H OBSERVE

Archive directory: /export/home/safwat/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gCOSY

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknowir"

Relax. delay 1.000 sec

Acg. time 0.160 sec
Width 6410.3 Hz

2D Width 6§410.3 Hz

4 repetitions

128 increments

O0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sq. sine bell 0.080 sec
F1 DATA PROCESSING

8g. sine bell 0.020 sec
FT size 2048 x 2048
Total time 11 min, 33 sec
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Partial expansions of the 2D-COSY spectrum of compound 6
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'H-NMR spectrum of compound 7 in (CDCl;, 600 MHz)
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SAA-52-21

150 MHz Carbon NMR
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BC-NMR spectrum of compound 7 in (CDCls, 150 MHz)



SAA-52-21

HSQC 135
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SAA-52-21
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SAA-52-21 HSQC 135
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SAA-52-21 HMBC
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SAA-52-21 HMBC
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SAA-52-21 HMBC
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ppm
PR ©
—
3 - —20
_ 4 - S D :
— - 30
) < ° - 40
— —50
F
~60
- b
F 70
= .
=S a2 = o .
80
L]
o T ML T I T I T T
1.7 1.6 1.5 1.4 1.3 1.2 1.0 0.9 ppm

Partial expansions of the 2D- HMBC spectrum of compound 7



95

SAA-52-21 COSY 600 MH:z
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SAA-52-21 COSY 600 MH:z
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Partial expansions of the 2D-COSY spectrum of compound 7
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SAA-52-21 NOESY 600 MH: :
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SAA-52-21 NOESY 600 MH:
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SAA-52-21 NOESY 600 MH:
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SAA-60-7-3

Archive directory: /sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: sZpul
Solvent: CDC13 : ~
Ambient temperature
Mercury-400BB “unknown"

1.514
1.380
1.305
1.297
1.271
0.934
0.888

7/

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.992 sec

Width 6410.3 Hz

32 repetitions

OBSERVE H1, 400.1252176 HMHz
DATA PROCESSING

FT size 32768

Total time 1 min, 40 sec

1.248
U872

1.579
.563

10.151
1.597
///:1
\_¢.856

2.473
460
2.198

fa
[

2.145
.134

7.256
6.473
6.323
2.623

3.704
2.612
2.498

R

2.635

| S e AW N

'H-NMR spectrum of compound 8 in (CDCls, 400 MHz)
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Samplie directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Hercury-400BB *“unknown"

\.—76.540

,—-77.572

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.199 sec

Width 25125.6 Hz

15000 repetitions

OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 400.1272240 MHz
Power 36 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 9 hr, 32 min, 21 sec

35.679
33,
31.655
/0535
7 29.940
25.703
/_}5.235
\__25.047
22.753
22.357

s

113.506
110.000
14.256

153.608

163.264
\_158/7
146.696
1

205.965
56
_73.441

124.617
106.060

BC-NMR spectrum of compound 8 in (CDCls;, 100 MHz)



SAA-60-7-3

Archive directory: /exports/homesdesmond/vnmrsys/data

Sample directory:
Fite: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-4008B “unknown®"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 % 128 increments

OBSERVE H1l, 400.1252176 MHz
DECOUPLE C13, 100.5190878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING .
Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec

102
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2D-HMQC spectrum of compound 8
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory: 2
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-4008B ‘"unknown'

Relax. delay 1.000 sec
Acgqg. time 0.160 sec

width 6410.3 Hz

2D Width 17084.0 Hz

32 repetitions

2 x 128 increments

OBSERVE H1, 400.1252176 MHZ
DECOUPLE C13, 100.6190878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec

F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec

T | PR
114 113 112 111
F1 (ppm)

T
110 108 108 107 106

Partial expansions of the 2D-HMQC spectrum of compound 8



SAA-60-7-3

104

Archive directory: /export/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Seguence: gHMQC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec
Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 x 128 increments
OBSERVE H1, 400.1252176 MHz
DECQUPLE C13, 100.61930878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec

i 2048

Total time 2 hr, 52 min, 45 sec
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Partial expansions of the 2D-HMQC spectrum of compound 8



SAA-60-7-3
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Archive directory: sexport/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMBC
Solvent: CDC13

Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D wWidth 24154.6 Hz

36 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 5 hr, 14 min, 19 sec
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F1 (ppm)

2D-HMBC spectrum of compound 8




SAA-60-7-3
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Archive directory: /export/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: €DC13
Ambient temperature
Mercury-400B8 “unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.8 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments

O0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

S8ine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 5 hr, 14 min, 19 sec

LI S e e S ESNL A AT S S B B B

T
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F1 (ppm)

— T ™
203 202

Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Seguence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 5 hr, 14 min, 19 sec
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Partial expansions of the 2D-HMBC spectrum of compound 8



SAA-60-7-3
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Archive directory: sexport/shome/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-4008B "unknown'

Relax. delay 1.000 sec

Acqg. time 0.160 sec

width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments

DBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec

F1 DATA PROCESSING

Total time S hr, 14 min, 13 sec
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Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC
Solvent: €DC13

Ambient temperature
Mercury-400BB  "unknown"

Relax. delay 1.000 sec
Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

Total time 5 hr, 14 min, 19 sec
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Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown'

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 5 hr, 14 min, 13 sec

e
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Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC
Solvent: CDC13

Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec
F1 DATA PROCESSING

Sine bell 0.008 sec

Total time S hr, 14 min, 19 sec
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F1 (ppm)

Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Segquence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acqg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 5 hr, 14 min, 13 sec
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Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: sexport/home/desmond/vimrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHHBC

Solvent: CDC13
Ambient temperature
Mercury-400BB  "unknown"

Relax. delay 1.000 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments
O0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec

F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048
Total time 5 hr, 14 min, 19 sec
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Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: /sexport/shome/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMBC

Solvent: CDC13
Ambient temperature
Mercury-400BB ‘'unknown"

Relax. delay 1.000 sec
Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

36 repetitions

400 increments
OBSERVE H1, 400.1252176 MKHz
DATA PROCESSING

Sine_bell 0.080 sec

F1 DATA PROCESSING

Total time 5 hr, 14 min, 19 sec

: —
23 2z 21 z0 19 18 17 16 15 14
' F1 (ppm)

Partial expansions of the 2D-HMBC spectrum of compound 8
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SAA-60-7-3

Archive directory: sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTOM

Pulse Sequence: gCOSY

Solvent: COC13
Ambient temperature
Mercury-400BB "unknown"

Relax. delay 1.D00 sec
Acq. time 0.160 sec
wWidth 6410.3 Hz
2D Width §410.3 Hz

8 repetitions
128 increments
QBSERVE H1, 400.1252176 MHz
DATA PROCESSING
Sg. sine bell D.080 sec
F1 DATA PROCESSING
Sq. sine bell 0.020 sec B
FT size 2048 x 2048 4
Total time 21 min, 55 sec u
0.5+
1.0
] 8]
- =
1.5+ K] ]
2.0
2.5+ °
3.0
3.5
4.0 ~© _
] o) =
a} ]
B et
4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5
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Partial expansions of the 2D-COSY spectrum of compound 8



SAR-60-7-3

Archive directory: /export/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: ROESY

Solvent: CDCI3
Ambient temperature
Mercury-400BB “unknown'

Relax. delay 1.000 sec
Mixing 0.800 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 6410.3 Hz

22 repetitions

2 % 128 increments

OBSERVE H1i, 400.1252176 HHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.029 sec
FT size 2048 x 2048

Total time 0 min, 0 sec
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SAA-60-7-3

Archive directory: /sexport/home/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: ROESY
Solvent: CDC13

Ambient temperature
Mercury-400BB “unknown'

Relax. delay 1.000 sec
Mixing 0.800 sec

ACq. time 0.160 sec

Width 6410.3 Hz

20 Width 6410.3 Hz

22 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.029 sec
FT size 2048 x 2048

Total time 3 hr, 13 min, 31 sec
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SAA-B0-7-3

Archive directory: /export/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: ROESY

Solvent: CDCI3
Ambient temperature
Mercury-400BB “unknown"

Relax. delay 1.000 sec
Mixing 0.800 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 6410.3 Hz

22 repetitions

2 x 128 increments

0BSERVE H1, 400.1252176 MHz
DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING.

Gauss apodization 0.029 sec
FT size 2048 x 2048

Total time. 3 hr, 13 min, 31 sec
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STANDARD 1H OBSERVE

Archive directory: sexportshomesdesmond/vimrsys/data
Sample directory:
File: PROTON

Pulse Seguence: s52Zpul

Solvent: CDC13
Temp. 45.0 C s 318.1 K
Mercury-40088 "unknown"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.992 sec
Width 6410.3 Hz
16 repetitions
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING
FT size 32768
Total time 0 min, 50 sec

119

'H-NMR spectrum of compound 9 in (CDCls, 400 MHz)
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SAAB-II-3-6.2

Archive directory: /sexport/home/desmontd/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: DEPT

Solvent: CDC13
Temp. 45.0 C 7 318.1 K
Hercury-400B8 "unknown"

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acg. time 1.199 sec

Width 25125.6 Hz

1088 repetitions

OBSERVE C13, 100.6115420 MHz
DECOUPLE H1, 4900.1272240 MHz
Power 36 dB

on during acquisition

off during delay

WALTZ-16 modulated

o
DATA PROCESSING g
Line broadening 1.0 Hz o H 4
FT size 65536 o @ S ~
Total time 58 mfh, 1 sec v J o
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SAAB-II-6.5
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Archive directory: sexport/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Segquence: gHMQC

Solvent: CDC13
Temp. 45.0 C / 318.1 K
Mercury-400BB Tunknown'

Relax. delay 1.000 sec

Acq. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 x 128 increments
OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec
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2D-HMQC spectrum of compound 9




SAAB-II-6.5
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Archive directory: /export/home/desmond/vimrsys/data

Sample directory:
File: PROTON

Pulse Seguence: gHMQC

Solvent: CDC13
Temp. 45.0 C / 318.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17084.0 Hz

32 repetitions

2 x 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHZz

Power 41 dB

on during acguisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec
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Partial expansions of the 2D-HMQC spectrum of compound 9
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SAAB-II-6.5
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Archive directory: /export/home/desmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Soivent: CDCI13
Temp. 45.0 C s 318.1 K
Mercury-40088 "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17094.0 Hz

32 repetitions

2 % 128 increments

OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6130878 MHz
Power 41 dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec
F1 DATA PROCESSING

Gauss apodization 0.014 sec
FT size 2048 x 2048

Total time 2 hr, 52 min, 45 sec

Partial expansions of the 2D-HMQC spectrum of compound 9
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SAAB-II-6.5

Archive directory: /exportshome/desmond/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: gHMQC

Solvent: CDC13
Temp. 45.0 C / 318.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 17084.0 Hz

32 repetitions

2 % 128 increments
OBSERVE H1, 400.1252176 MHz
DECOUPLE C13, 100.6190878 MHz
Power 41

dB

on during acquisition

off during delay

GARP-1 modulated

DATA PROCESSING

Gauss apodization 0.074 sec A ﬂ ‘
F1 DATA PROCESSING with ¥ Awwmw
Gauss apodization 0.014 sec i

FT size 2048 x 2048
Total time 2 hr, 52 min, 45 sec
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Partial expansions of the 2D-HMQC spectrum of compound 9
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SAAB-II-6.5

Archive directory: /sexport/home/desmond/vnmrsys/data
Sample director
File: PROTON

Pulse Sequence: gHHBC

Solvent: CDC13
Temp. 45.0 C s 318.1 K
Mercury-400BB "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

2D Width 24154.6 Hz

60 repetitions

400 increments
OBSERVE H1, 400.1252176 MHz
DATA PROCESSING

Sine_bell 0.080 sec

8
Total time 8 hr, 40 min, 54 sec
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SAAB-TII-6.5

Archive directory: sexport/home/desmond/vnmrsys /data
Sample directory:
Ftle: PROTON

Fulse Seguence: gHHMBC

Solvent: CDC13
Temp. 45.0 C ¢ 318.1 K
Hercury-400B8 "unknown"

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width 6410.3 Hz

20 Width 24154.6 Hz

60 repetitions

400 increments

OBSERVE H1, 400.1252176 WMHz
DATA PROCESSING

Sine bell 0.080 sec

F1 DATA PRDCESSING

Sine bell 0.008 sec

FT size 2048 = 2048
Total time & hr, 40 min, 54 sec
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Partial expansions of the 2D-HMBC spectrum of compound 9



S1Ne DEl| U.UBU SEC
F1 DATA PROCESSING

Sine bell 0.008 sec

FT size 2048 x 2048

Total time 8 hr, 40 min, 54 sec
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Sine bell 0.008 sec
FT size 2048 x 2048
Total time 8 hr, 40 min, 54 sec
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SAAB-I1-3-6.2

Archive directory: sexportyshome/desmond/vrmrsys /data
Sample directory:
File: PROTON

Pulse Sequence: gCOSY

Solvent: CDCI2
Temp. 45.0 C / 318.1 K
Mercury=-400BE “"wunknown"

Relax. delay 1.000 sec
fcg. time 0.160 sec
Width 6410.3 Hz

2D Width 6410.3 Hz

4 repetitions

128 increments
OBSERVE HL, 400.1252038 MHz
DATA PROCESSING

Sq. sine bell D.0B0 sec
Fl DATA PROCESSING

3q. sine bell 0.020 sec
FT size 2048 % 2048
Total time 11 min, 33 sec
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2D-COSY spectrum of compound 9



SAAB-II-3-6.2

131

Archive directory: sexport/home/sdesmond/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: gCOSY

Solvent: CDC13
Temp. 45.0 C  318.1 K
Hercury-40088 “unknown®

Relax. delay 1.000 sec

Acg. time 0.160 sec

Width E4LD.3 Hz

20 Width B410.3 Hz

4 repetitions

128 increments

OBSERVE Hi, 400.1252038 MHz
DATA PROCESSING

5q. sine bell 0.080 sec
F1 DATA PROCESSING

Sq. sine bell 0.020 sec
FT size 2048 » 2048
Total time 11 min, 33 sec
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Partial expansions of the 2D-COSY spectrum of compound 9




SAAB-II-3-6.2

Sample directory:

132

archive directory: sexport/shomeysdesmondsvomrsys /data b\

File: PROTON

Pulse Sequence: gCOSY

Solvent: CDCI3
Temp. 45.0 C 7 318.1 K
Hercury-400BB "unknown"

Relax. delay 1.000 sec
Acg. time 0.160 sec
Width 6410.3 Hz

20 Width 6410.3 Hz

4 repetitions

128 increments
OBSERVE H1, 400.1252038 MHZ
DATA PROCESSING

Sq. sine bell D.080 sec
F1 DATA PROCESSING

Sg. sine bell 0.020 sec
FT size 2048 » 2048
Total time 11 min, 33 sec
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