File:

Pulas Sequanca: s2pul

Selvent: odell

Ambient temperatura

Oparator: walkup
File: kt_04_178 1
VHMRS-400 H400MRY

Ralax. delay 1.500 sec
Pulse 25.0 degrees
Aog. time 3.500 sec

Width §410.3 Hz
16 rapetitions

OBSERVE H1, 355.8529092 MHz

DATA PROCESSING

Lipe breadsning 0.2 Ex

BT siza 65536
Tetal time 1 min,

2

p sec




File: axp

Pulea Sagquence: aZpul O

Bolvent: cdel3

Ambient temperature

Operator: walkup

VNMRS-400 “4DOMRY O

Ralax. delay 0.700 sec

Pulge 45.0 degraas .. M
Acq. time 1.300 sec ‘s
Width 24505.8 Hz

240 rapatitions

OBSERVE €13, 100.5430820 MH=z

DECOUPLE E1, 399,85493163 MHz

Power 41 &8 6
sontinuously on

WALTZ-16 medulated

DATA PROCESSING

Line broadeaning 1.0 Hz

FT siza 65535

77.160
76.840

Total time 22 min, 29 sec -] 4
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Plle: xp

Pulse Sequence: s2pul

Selvent: edell
Aobient terperatura
Oparater: walkup
VEMES-400 R400MR™

Relax. dalay I.500 aec
Pulee 45.0 degrasa

Aeqg. time 3.500 pec

Width £41¢.3 Hz

16 repatitions

OBRSERVE Hl, 399.8529106 MHz
DATA PROCESSING

bLine broadening 0.2 Bz

BT =ize 65536

Total time 1 min, 20 sec

-

B



File: xp

Pulpa Sequance: s2pul

Solvent: edclil
Ambisnt temperaturs
Operator: walkup
VHMRE-400 #400MRY

Relax. delay 0.700 sac

Pulsa 45.0 degrees

Acg. time 1.300 mec

Wideh 24505.8 Hz

120 repetiticna

OBSERVE C13, 100.5430798 MHz
DECOUPLE H1, 399.8549169% MHz
Pawer 41 dB

eentinnoualy <n

WALIZ-16 modulated

DATA PROCESSIRG

Line breadening 1.9 Hz

PT size 65536

Total time 34 min, 8 sez

169.542

—158.531

137.427

115.72¢

77.480

77.160
76,840

N

72.607

\—52.491

—53.108

40.841

—33.335

\_32.385

29,387

16.633




File: exp

Pulee Saquence: slpul

Sclvent: cdel3
Ambient tamparature
Operator: walkup
VHERS-400 “400MR®

Relax. delay 1.500 sec
Pulse 45.0 degreesa

Acg. time 2.500 sec

Width £410.3 Hz

1€ repatitions

OBSERVE Hl, 39%.852911% Mz
DATA PROCESSING

Line broadening 0.2 Ez

FT size 85534

Total time 1 min, 20 sec

CO,Me

H

3 (exo isomer)




File: exp

Pulge Sequence: sZpul

Solvent: cdcll
Arxbient temperature
Operater: walkup
VMRS -400 ¥400MRM

CO,Me

Relax. delay 0.700 sec
Pulae 45.0 degrees
Aeqg. time 1.300 sac
Width 24509.8 Hz O

320 repetitions

OBEERVE Cl12, 100.5430805 MHz

DECOUPLE H1, 299.854916% MHz

Powar 41 4B

continuously on

WALTZ-1€ modulated H
DATR PROCESSIRG

Line breadening 1.0 Hz
PT pize 65536

Total time 17 min, 9 sac

3 (exo isomer)

14€.726

170.B52

168.553

113.4738

f*?']'.lmﬂ

e

77. 180
76.840

‘73,188

63.047

53.540

50.527

—32.286

“—31.125

“-20.78%

15.376




File: axp

Puime Seguence: sZpul

Solvent: cdell
Anbient temperature
QOperator: walkup
VHMRS-400 =400HR"

Relax. delay 1.500 sec
Pulge 45.0 degress

Acg. time 3.500 sec

Width €410.3 Hz

16 repetiticns

OBSERVE Hl, 399.852911% MHz
DATA PROCESSING

Line breadening 0.2 Hz

PT size E5536

Total time 1 min, 20 sec

CO,Me

H

3' (endo isomer)




File: exp

Pulpe Sequence: s2pul

Solvent: edell C O M e
hubient temperature O 2
Operator: walkup

VRKRS-400 ®=400MR"

Relax. delay 9.700 sec O
Pules 45.0 degrees

Acg. time 1.300 sec

Wideh 24509.6 Ez

240 repstitions

OBSERVE €13, 100.5430820 Mz

77.480
7.160
T6.840

=
DEcoUiPLE HL, 259.854916% MHz K )
Power 41 dB H -
esntinucusly on ¥
WALTZ-16 modulated =
DATA PROCESSING 3' d - Ll
Elas brosdeniag L0 25 (endo isomer)
FT size B85526
Total time 34 min, 17 pec 2
@
3 ]
o L
. [l
Lo
in
~
<@ k- -
a 2 H n
< a A
= E
&~
n
B
L]
("]
o
3 z
o [ -
g " ]
o
©
F o
o
o~
-
i 1 . ot L R L Ll bl Bk ULty b S LRR el X i AHRERI T ! H T T Lyl ’
oy A ol ; " P L o | b [l Y : Mo B & Ll L :
T LA M | T T 1 ‘ T 1 T LI L T 1 I T 1 T LB | L0 ‘ T L T T T 3 I T T 11 I 3 Ll | T T T 1 7 T T T I T 17 T 1 71T 1 T7F I T T LRI B 1 1 I T T T T T T T 1 T 1T



Fila: exp

Fulse Sequence: s2pul

Selvent: cdcl3d
Ambient temperaturze
Dperator: walkup
VHMRS-400 "4BD0MR™

Relax. delay 1.500 sec
Pulee 45.0 degreas
Req. time 31.500 sec
Width §410.3 Bz

18 repatitions

OBESERVE H1, 25%,8529119 MHz

DATA PROCESSING

Line broadening 0.2 Hz
FT aize 55535

Total time 1 min, 20 gec

H

Isodihydronepetalactone (2)

1
I_.,_!I_H
4.95
3.00




File: exp

Pulpe Ssguence: s2pul

Solvent: cdcl3
Ambieott temparature
Oparator: walkup
VNMRS-400 “400MR"

Relax. deiay 0.700 aacs
Pulse 45.0 degreea
Aeq. time 1,300 sec
Width 24509.8 Hz

2490 xapstitiona

OHSERVE (13, 100.5430813 MHz
H1, 352.854916% MEz

DECOUPLE
Power 41 dB

contintsualy on

WALTZ-16 medulated

DATA PROCRISING

Line broadening 1.0 Hz
FT pize 85538

Total time 24 min, 17 sec

175.21%

Isodihydronepetalactone (2)

H

/—77.490

7.160
76.848

L

N—73.024

49.135

44.738

38.507

—3%.343

‘34,532

“—32.003

20.427

15.919




Pile: exp

Pulee Sequence: a2pul

Solvent: cdcl3

Ambisnt temperature

Qperator: walkup

VHMRS-400 “400MR™

Ralax. delay 1.500 sec
Fulse 45.0 degress
Acg., time 3.500 sec

Width £430.3 Hz
16 repetiticha

OBSERVE H1, 399.8525119 NEz

DATA PROCESSING

Line broadening 0.2 Hz

PT cize §5536
Total time I min,

20 sec

HO

G.58 0.92
0.280.98

1 PR



File: exp

Pulpe Sequence: g2pul

Eolvent: cdell

Ambient temperature

Operator: walkup

VHMRS-400  "4COMRT H

Relax. delay 0.700 see HO
Pulee 45.0 degteea
Aeg. time 1.300 sec

Width 245059.8 Hz
240 repetitions

77.472
fo 160
76.840

GBSERVE €13, 100.5430813 MHz HO
DECOQUPLE Hl, 39§9.8549169 MEz H
Power 41 dB

eontinucusly on

WALTZ-16 modulated
DATA PROCESSING 7
Line broadening 1.0 Hz

FT pize G6H36 .

Total time 34 min, 17 Aec

32.107

35.485
29.310
22.577
1?.971

69,125
50.372
44.940
37.240

63,657




Fila: axp

Fulse Sequence: s2pul

Solwent: cdell
Ambient tempsrature
Operator: walkup
VNMRS-400 "400MR"

Relax. delay 1.500 sac
Pulae 45.0 degrees

Acyg. time 3.500 sec

Width 6410.3 Hz

16 rapastitiona

OBSERVE H1, 39%.8529121 MBz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total tims 1 min, 20 sec

O

O
H

Isoiridomyrmecin (1)




File: exp

Pulde Sequenca: a2pul

Solvent: edeld
Ambient tempsraturs
Opsrator: walkup
VNMES-40C "400MR™

Ralax. delay 0.70C sac
Pulse 453.0 degrees

Acq. time 1.340 sec

Width 2450%.8 Hz

320 repatitiona
OBSERVE (€13, 100.5430805 MHz
DECOTUPLE HI1, 399.8549169 MHz
Power 41 dB

coptinnously on

WALTZ-16 medulatad
DATA PROCESSING

Lins broadening 1.0 Hz

BT sizea 55536
Total time 3% min, 17 sec

176.602

Isoiridomyrmecin (1)

O

O

H

T7.480

77.160

76.840

£5.572

45.364

43.251

38.187

\—38.393
—35.818

33.238

19.281

14.088




