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solvent: CBC1S

Starti Time: 15:11:29
Completion Time: 15:11:52
Total acq. time 1 minute

UNITYplus-300 "vxr300"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec
Pulse 90.0 degrees
Acqg. time 1.999 sec
width 6003.3 Hz :

q repetitions

OBSERVE H1, 299.8276374 MHZ

DATA PROCESSING
Line broadening 0.1 Hz
FT size 131072
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selvent: COCIS

starting Tims: 18:13:29
Completion Time: 15:11:52
Total acq. time 1 minute

UNITYplus=-300 ‘“vxr300"
Ambient temperature

PULSE SEQUENCE
Relax. delay 1.500 sec
Pulse 90.0 degrees
Acqg. time 1.999 sec
width 6003.3 Hz :
4q repetitions
-OBSERVE H1, 299.8276374 WHZ | |
DATA PROCESSING ! i
Line broadening 0.1 Hz |
FT size 131072 j
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Tvent: CBCIS

tarting Time:  16:129:09
Completion Time: 16:29:38
Total acq. time 1 minute

UNITYplus-500 "vi500"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec

Pulse 90.0 degrees

Acq. time 1.892 sec

width 8000.0 Hz

q repetitions

OBSERVE H1, 499.8671219 MMz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768
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:olvont: :

crtln* Ti-c' 15:10:08 o
Completion Time: 15:14:34 !
Total acq. time 4 -inutcs

UNITYplus-S00 "visoo»
Ambient temperature

PULSE SEQUENCE
Relax. delay 5.000 sec
Pulse 67.5 de rees
Acq. .time. 0. s 0 sec
Width 32988.7 N2z |
82 rcpctitions
OBSERVE C13, 125.6916844 MMz }

DECOUPLE H1, 499.8696213 Mz ‘
Power 36 dB

}
on during acquisition
Off during dela ay
|
|

WALTZ-18 modulated
DATA PROCESSING

Line broadening 1.9 L}
FT stze 63533¢
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solvent: COC13 :
Starti Time: 10:28: 09
Completion Times 16:29:38
Total acq. time 1 minute

UNITYplus-500 "vi500"
Ambient temperature

PULSE SEQUENCE i
Relax. delay 1.500 sec !
Pulse 90.0 degrees |
Acq. time 1.8%2 sec
width 8000.0 Hz
4 repetitions

OBSERVE H1, 499.8671219 MHz

DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
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veat: gltl! o
tcrtiu, ime: 18:10:00
Completion Time: 15:14:94
Total acq. time 4 minutes
UNITYplus-500 "visoo"
Ambient temperature

PULSE SEQUENCE
Relax. delay 5.000 sec
Pulse 67.5 degrees
Acq. time 0.360 sec i
Width 32988.7 Nz ;
32 repetitions
OBSERVE C13, 125.6916844 Wz
DECOUPLE H1, 499.8696213 L
Power 36 dB8
on during acquisition
off during delay
WALTZ-16 modulated
ntIA PROCESSING

ne broadening 1.9 Nz o
FT size .lll‘n.
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Solvent: COCI3 :
Starting Time: 16:20:09
Completion Time: 10:29:38
Total acq. time 1 minute

UNITYplus-500 "vi500"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec

Pulse 90.0 degrees

Acq. time 1.892 sec

width 8000.0 Hz

4 repetitions

OBSERVE  H1, 499.8671219 MHz2
DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768
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Ivent: gncla

t tae: 18:10:08
mplotion Time: 15:14:34 -
otal acq. time ¢ atnvtes

UNITYplus-500 *"viSoo"
Ambient temperature

PULSE SEQUENCE
Relax. delay 5.000 sec
Pulse 67.5 degrees
Acq. -time 0.960 sec
Width 329898.7 Hz :
82 repetitions :
O8SERVE C13, 125.6916844 MH2
OECOUPLE H1, 499.86%6213 MH2
Power 36 dB
on during acquisition
off during delay
WALTZ-16 modulated
fn:{A Paoc:ssx¥0 1em
ne broadening 1. z
FY size 09896
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:olvoatx guc :

tarti 1ee: 10120109
Completion Time: 16:29:38
Total ch time 1 minute

UNITYplus-500 "viSo00"
Ambient temperature

PULSE SEQUENCE
Relax. delay 1.500 sec |
Puise 90.0 degrees |
Acq. time 1.892 sec {
width 8000.0 Hz
4 repetitions

OBSERVE H1, 499.8671219 MMz

DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
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Compietion Time: 1!:1::34
Total acq. time 4 minytes
UNITYplus-500 "visoo»
Qpblont temperature

PULSE SEQUENCE

Relax. delay 5.000 sec
Pulse 67.5 degrees
Acqg. .time 0.960 sec
Width 32989.7 K2

82 repetitions

OBSERVE C13, 125.6916844 wnz
.[CDUPLS‘ :g, 499.8696213 NNz

Power
on during acquisition
off during delay
WALTZ-16 modulated
laIA 7220583170 o
ne broaden 1.0 Wz
T stize 0’!30"'
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Solvent: CBC1S

sStartt Tine: 16:20:09
Totion Time: 16:29:38
ota) acq. tims 1 minuts

UNITYplus-500 "viS00"
Ambient temperature

PULSE SEQUENCE
Relax. delay 1.500 sec
Pulise 90.0 degrees
Acq. time 1.892 sec
Width 8000.0 Hz
4 repetitions
OBSERVE ' H1, 499.8671219 MNz
DATA PROCESSING
iLine broadening 0.1 Hz
FT stze s2768
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Tvent: GOCII
ing Time: 10:56:07
ot Tine: 11:00:96

1 acq. time 4 minutes

UNITYplus-500 "vi500"
Ambient tempesrature

PULSE SEQUENCE

Relax. delay 5.000 sec

Pulse 67.5 dcgrces

Acq. time 0.960 sec

Width 329889.7 Hz

32 repetitions
O98ERVE C13, 125.6916844 MHz
OECOUPLE H1, 439.8696213 MHz
Power 36 dB l
on during acquisition

off during delay i

WALTZ-16 modulated
BATA PROCESSING 1\
Line br ing 1.0 Hz

FT size 08836
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conput on ruu 18331392
Total acqg. time 1 minute

UNITYplus=300 "vxr300"
Ambient temperature
PULSE SEQUENCE
Relax. delay 1.500 sec
Pulse 90.0 degrees
Acg. time 1.989 sec
width 6003.3 Hz :
4 repetitions
BSERVE H1, 299.8276374 WMz
DATA PROCESSING
Line broadening 0.1 HzZ
FT size 131072 ]
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Solvent: CDCI1S

Starting Time: 15:11:29
Completion Time: 135:11:52
Total acq. time 1 minute

UNITYplus-300 "vxr300" !
Ambient temperature !
PULSE SEQUENCE ! {
Relax. delay 1.500 sec
Pulse 80.0 degrees ‘
. Acq. time 1.989 sec i
width 6003.3 Hz : ;
|
|

4 repetitions
.OBSERVE H1, 299.8276374 WNZ [
DATA PROCESSING §
Line broadening 0.1 Hz e I
FT size 131072 4 |
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Solvent: CDCI13 :
Starting Time: 16:29:09
Completion Time: 16:29:38
Total acq. time 1 minute

UNITYplus-500 “viSo0"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec

Puise 90.0 degrees

Acq. time 1.892 sec

Vidth 8000.0 Hz

4 repetitions
OBSERVE H1, 499.8671219 MWz
DATA PROCESSING

Line broadening 0.1 Wz

FT size 32768
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OTBDPS

Tvent: CBCIS .
ting Time: 10:20:09
letion Time: 106:29:38
Tota) acq. time 1 minute

UNXTYplus-500 "vi500"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec

Pulise 30.0 degrees

Acg. time 1.892 sec

width 8000.0 Mz

4 repetitions
OBSERVE H1, 499.8671219 MHz
DATA PROCESSING

Line broadening 0.1 H2z

PY size 32760
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solvent: CBC

Stlrtin? Ti..x
letion Time: 16:29:38

Toacl acq. time 1 minute

\
wNITYplus-500 *“viS00" J
Ambient temperature I

\

PYLSE SEQUENCE
Relax. delay 1.500 sec \

16:29:09

Puise 90.0 degrees
Acqg. time 1.892 sec

width 8000.0 Hz

4 repetitions

OBSERVE H1, 4!9 8671219 MHz

DATA PROCESSING

Line broadening 0.1 Hz

FT size 32768
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‘v.nﬂl cocis
Time:
hin on Time: 11:00:36
Total acq. time 4 minutes
YNITYplus-500 "vi500"
Ambient temperature

!t‘l SEQUENCE
ax. delay 5.000 sec

10:56: 07

Pulse 67.5 degrees
tin 0.960 sec
Vidth 32988.7 Hz
32 repetitions
O8SERVE C13, 125.6916844 MHa
DECOUPLE Hl 499.8696213 MHz
Power 36 d
on Quring acquisition
off during delay
WALTZ-16 modulated
PROCESSING

-n ne broadent 1.0 Mz
H Moi2e o880e ® 1
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soivemt: CBCIS

‘anrtln, Tioe: 185131189
Completion Time: 15:11:52
Yotal acqg. time 1 minute

UNITYplus-300 ‘“vxr3oo"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec

Pulse 90.0 degrees

Acq. time 1.939 sec

width 6003.3 HZ ‘

4 repetitions
OBSERVE  H1, 299.8276374 WHz
DATA PROCESSING

Line broadening 0.1 HZ

FT size 131072 J (
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Tetal seq. ties 4 afnvtes

UNITYplus-300 “vi300"
Ambient temperature

PULSE SEQUENCE

Relax. delay 5.000 sec

Pulse 67.5 degrees

Ac:. time 0.801 secC !
vidth 18867.9 Hz !
32 rcgctitionc . i
OBSERV! C13, 75.479%0436 iz
PECOUPLE H1, 300.17635493 WMz |
Power 38 dB ;
on during acquisition i
off during delay i
WALTZ-18 modulated “

PRECESSING
|

SATA
Line broadening 1.5 N2
FY size 69836
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a‘:rm cacs ;
in? Time: 18113189
1etion Time: 19:11:52

otal acq. time 1 minute

UNITYplus-300 "yxr3oo"
Ambient temperature

PULSE SEQUENCE

Relax. delay 1.500 sec
Pulse 90.0 degrees
Acq. time 1.999 sec
width 6003.3 Hz :

4 repetitions

VE H1, 299.8276374 WMz

OBSER

DATA PROCESSING
Line broadening 0.1 Hz
FY size ’
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vents w '’
gu mu 18:86:28

1otion Time: 16:101:08
1 acq. time 4 ainutes

UNITYplus-300 *“vi3oo“ i
Ambient temperature \

PULSE SEQUENCE

Relax. delay 5.000 sec
Pulse 67.5 degress
ACq. time 0.801 sec
Vidth 18867.9 Hz

$
OBSERY C13, 75.4790436 Ht
PECOUPLE H1, 300.1763549 WMz | |
Power 38 a8’
on during acquisition '
off during dela
WALT2-16 -odu;c ed
|
|

mMﬂmllh
Y size

|

riibsmbmamtypinn RS
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'\vuatl [ 31
Tioes 18:11:20
otTon Tine: 15.10:38

Total acq. time 1 minute

UNITYplus~300 "vxr300"
Ambient temperature

PULSE SEQUENCE
Relax. delay 1.500 sec
’u!lc 90.0 degrees
time 1.999 sec
th 6003. 3 Hz :
: 4 repetitions
%uvt HI 29! 5276374 mz

i"l"!*ﬂl 1Mz
FV tize 1’10’1
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Tvent: COCIS
t9 Time: 15:50:86
Completion Time: 16:01:08
Total acq. time 4 minutes

UNITYplus-300 "vi3oo0"
Ambient temperature

PULSE SEQUENCE

Relax. delay 5.000 sec
Pulse 67.5 degrees
Acq. time 0.801 sec
Width 18867.9 Hz

OBSERVE C13, 75.4790436 iz
OECOUPLE H1, 300.1763549 WMz
Power 38 dB

on during acquisition

off during delay

WALTZ2-16 modulated

DATA PROCESSING -

Line broadening 1.5 Hz 1
FY size 09898
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yang-rxn-236_16Feb2007

Archive directory: /export/hone/jhyang/vnmrsys/data
Sample directory: yang-rxn-236_16Feb2007

Pulse Sequence: sZpul
Solvent: CDC13

Temp. 25.0 C 7/ 298.1 K
File: PROTON
INOVA-500 "nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.754 sec

width 6387.7 Hz

16 repetitions
OBSERVE H1, 399.7864614 MHz
DATA PROCESSING
FT size 65536
Total time 1 min, 35 sec

OPMB
16

N

S47
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‘yang-rxn-=236_16Feb2007 S gyl sl 1T ARGt I

Archive directory: /export/ho-e/jhyang/vnmrsys/date
Sample directory: yang-rxn-236_16Feb2007

Pulse Sequence: s2pul S
Solvent: CDC13 . et

Temp. 25.0 C / 298.1 K
File: CARBON o B EIetH o
INOVA-500 ‘“nmro3" pas S freout

Relax. delay 1.000 sec
Pulse 45.0 degrees : : Sl TR
Acq. time 1.197 sec AT
Width 25157.2 Hz B
256 repetitions
OBSERVE C13, 100.5263611 MHz
DECOUPLE H1, 399.7884585 MHz
Power 43 d8

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536
Total time 9 min, 24 sec

OPMB

16
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yang-I1I1-023-A_25May2007

Archive directory: /export/home/jhyang/vamrsys/data
Sample directory: yang-II-023-A_25May2007

PuTse Sequence: szpul - -
Solvent: CDC13

Temp. 25.0 C 7/ 298.1T K
File: PROTON
INOVA-500 “nmro3"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 3.754 sec

width 6387.7 Hz

16 repetitions
OBSERVE H1, 399.7864618 MHz
DATA PROCESSING

FT size 65536

Total time 1 min, 35 sec

PMBO OTBDPS

=z
H ) -OPiv

0 O + (O
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Il OMe OPiv
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yang-I1I-011-A_10May2007 v
Archive directory: /export/home/jhyang/vnmrsys/datd -: - L R Gl S
Sample directory: yang-II-011-A_10May2007 N . T BRI T .

~— _putse Sequence: s2pul
Solvent: CDC13
Temp. 250 C /2981 K
File: PROTON
INOVA-500 “nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.754 sec

width 6387.7 Hz

8 repetitions

OBSERVE  H1, 399.7864616 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 57 sec
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yang-II-025_26May2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-025_26May2007

Pulse Sequence: sZpul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
File: PROTON
INOVA-500 “nmr03"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.754 sec

wWidth 6387.7 Hz

16 repetitions
OBSERVE H1, 399.7864612 MHz
DATA PROCESSING

FT size 65536

Total time 1 min, 35 sec

HU ‘ j
OTBDPS |
- PMBO 23
e H ) -OPiv
" 0 0 |
- OMe

[ ] It [y s /1)

w
)
~N
[=2]
13y —
i
w
3
S
-t
1
(=]

851



The Key nOe of C11-23 Fragment 18
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yang-1I-025_26May2007

Archive directory: /export/hone/jhyang/vnursys/data
Sample directory: yang-II-025_26May2007

Puise Sequence: QEUSY
Solvent: CDC13

Temp. 25.0 C /7 298.T K
File: gCoOsy

INOVA-500 "nmro3"

Relax. delay 1.000 sec

Acq. time 0.160 sec

width 6387.7 Hz

20 width 6387.7 Hz

Single scan

256 increments
OBSERVE H1, 399.7864612 MHz
DATA PROCESSING

Sq. sine bell 0.080 sec

F1 DATA PROCESSING

Sq. sine bell 0.020 sec 7
FT size 2048 x 2048 F2
Total time 0 min, -1 sec (ppm_;
1.5
N 8 & ®
OTBDPS ] "
23 2.0+ = a
-QPiv ]
OMe 2 .5‘:
' 18: C11-23 fragment 4 a o o =
= ] a8l "g B
3.54 B® ® o
_ 1 s 00
j =
4.0+ Q oa
4 ) ]
4.5
5.0
f 5. oo N
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yang-I1I-104_02Apr2008-23:26:30

Aréhive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104_02Apr2008-23:26:30

PUTSE STUUENTEe: NUESTID
Solvent: CDC13
T oL 0

Ffemp-—25-0-€ /29881 K
File: NOESY1D_3_3ip
INOVA-500 “nmr03"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
width 8000.0 Hz

256 repetitions
OBSERVE H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536
Total time 25 min, 44 sec




vang-II-104_02Apr2008-23:26:30

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104_02Apr2008-23:26:30

PUTSE Sequence: NUESYLD

Solvent: CDC13

Temp. 250 C /2981 K
File: NOESY1D_0_84p
INOVA-500 “nmrg3"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
width 8000.0 Hz

256 repetitions
OBSERVE  H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536
Total time 26 min, 19 sec




yang-II-104_02Apr2008-23:26:30

Archive directory: /export/home/jhyang/vnarsys/data
Sample directory: yang-II-104_02Apr2008-23:26:30 -

PuTSE Sequence: NOESYID =

Solvent: CDC13

Temp.—25.0C 7 298.1 K
File: NOESY1D_1_99p
INOVA-500 “nmre3"

Relax. delay 1.000 sec
Pulse 90.0 degrees

Mixing 1.000 sec

Acq. time 3.747 sec

Width 8000.0 Hz

256 repetitions .
OBSERVE  H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 25 min, 31 sec




yang-II-104_02Apr2008-23:26:30

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104_02Apr2008-23:26:30

Pulse Sequence:-NOESYLID - - R

Solvent: CDC13

Temp. 25.0 C /2981 K
File: NOESY1D_S_61p
INOVA-500 "nmro3"“

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
Width 8000.0 Hz

256 repetitions
OBSERVE H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536

Total time 26 min, 10 sec




yang-II-104_02Apr2008-23:26:30

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104_02Apr2008-23:26:30

“PiTS€ Sequence: NOESYID

Solvent: CDC13

Tewp. 25.0 C 7 298.T K
File: NOESY10_5_48p
INOVA-S00 “nmr03"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
width 8000.0 Hz

256 repetitions

OBSERVE Hl, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536

Total time 26 min, 10 sec
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yang-I1I-104_02Apr2008-23:26:30
Archive directory: /export/ho-e/jhyang/vnlrsys/data

Sample directory: yang-II-104_02Apr2008-23:26:30

Piﬂse Sequence: NOESY1D
Solvent: CDC13

Temp. 25.0 € / 298.1 K
File: NOESY1D_1_S52p
INOVA-500 “nmro3*

Relax. delay 1.800 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
width 8000.0 Hz

256 repetitions
OBSERVE  H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536

Total time 25 min, 37 sec

OTBDPS
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yang-II-104_03Apr2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104_03Apr2008

Solvent: CDC13

Temp. 250 C /2981 K
File: NOESY1D_2_94p
INOVA-500 “nmro3"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 0.500 sec
Acq. time 3.747 sec
Width 8000.0 Hz
512 repetitions
OBSERVE Hl, 499.7288190 MHz
‘DATA PROCESSING
Line broadening 0.3 Hz
FT size 65536
Total time 46 min, 28 sec
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yang-11-104_02Apr2008-23:26:30

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-104 02Apr2008 23:26:30

~PuTse Sequence: NOESYID
SO‘Vent cDC13

. 25.0C 7 298.T K
File NOESY1D_3_S7p
INOVA-500 "nmro3"

Relax. delay 1.000 sec
Pulse 90.0 degrees
Mixing 1.000 sec

Acq. time 3.747 sec
width 8000.0 Hz

256 repetitions
OBSERVE H1, 499.7288190 MHz
DATA PROCESSING

Line broadening 0.3 Hz
FT size 65536

Total time 26 min, 6 sec




yang-1I-046-C_17Aug2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-046-C_17Aug2007

ruise

Solvent: CDC13
T e

P

femp-—25-6-€ 2881 K

File: CARBON
INOVA-500 “nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.197 sec

width 25157.2 Hz

512 repetitions
OBSERVE C13, 100.5263611 MHz
DECOUPLE H1, 399.7884585 MHz
Power 43 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536 .

Total time 18 min, 49 sec
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yang-II-070_29Nov2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-070_29Nov2007

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
File: PROTON
INOVA-500 “nmro03"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.754 sec

width 6387.7 Hz

16 repetitions
OBSERVE H1, 399.7865245 MHz
DATA PROCESSING

FT size 65536
Total time 1 min, 35 sec
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yang-II-070_29Nov2007

Archive directory: /export/ho-e/jhyang/vn-rsys/data
Sample directory: yang—II 070_29Nov20 :

“Pulse : Sequénce: s2pul
Solvent: CDC13

Temp. 25.0 C 7/ 298.1 K
File: CARBON
INOVA-500 “nmro3"

Relax. delay 1.800 sec
Pulse 45.0 degrees .
Acq. time 1.197 sec
width 25157.2 Hz
$12 repetitions
OBSERVE C13, 100.5263777 MHz
DECOUPLE H1, 399.7885243 MHz
Power 43 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.8 Hz
FT size 65536
Total time 18 min, 49 sec
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Spiroketal-Aldeyde_04Sep2007

Archive directory: /export/home/jhyang/vamrsys/data
Sample directory: Spiroketal-Aldeyde_04Sep2007

Pulse Sequence: s2pul ) i
Solvent: CDC13

Temp. 25.0 C /7 298.1 K
File: PROTON
INOVA-500 ‘“nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.754 sec

Width 6387.7 Hz

.16 repetitions
OBSERVE H1, 399.7864618 MHz
DATA PROCESSING

FT size 65536
Total time 1 min, 35 sec

OTBDPS
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Spiroketal-Aldeyde_04Sep2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: Spiroketal-Aldeyde_04Sep2007

Solvent: CDC13

Tfemp.—25.0-C 7/ 2981 K
File: CARBON
INOVA-500 “nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.197 sec

Width 25157.2 Hz

512 repetitions
OBSERVE C13, 100.5263611 MHz
DECOUPLE H1, 399.7884585 MHz
Power 43 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.8 Hz

FT size 65536
Total time 18 min, 49 sec
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yang-rxn-064_30Apr2006

Archive directory: /export/home/jhyang/vnmrs
Sample directory: yang-rxn-064_30Apr2006
Pulse Sequence: s2pul -

Solvent: CDC13
Temp. 25.0 C / 298.1

ys/data -

K
File: PROTON
INOVA-500 ‘“nmr03"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7288019 MHz
DATA PROCESSING

.Line broadening 0.5 Hz

FT size 65536
Total time 1 min, 16 sec

S67




yang-rxn—064_30Apr2006 VAR ELER R I PP s

Archive directory: /export/home/jhyang/vnmrsys/data .
Sample directory: yang-rxn-064_30Apr2006 Vo

Pulse Sequence: s2pul

Solvent: €BC13

Temp. 25.0 C / 298 1 K
User: 1-14-87

File: CARBON

INOVA-500 “nmro03"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.299 sec
Width 31446.5 Hz

64 repetitions
OBSERVE C13, 125.6568744 MHz
DECOUPLE H1, 499.7312897 MHz
Power 45 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 0.5 Hz
FT size 131072
Total time 9 min, 55 sec
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yang-I11-079-C_02Dec2007

Archive directory: /export/home/jhyang/vamrsys/data
Sample directory: yang-II-079-C_02Dec2007

“Pulse Sequence: s2pul
Solvent: .CDC13

Temp. 25.0 C 7/ 298.1 K
File: PROTON
INOVA-500 “nmr03"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

Width 8000.0 Hz

16 repetitions.
OBSERVE  H1, 499.7288163 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 1 min, 16 sec
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yang-II-079-C_02Dec2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-079-C_02Dec2007

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C 7/ 298.1 K
User: 1-14-87

File: CARBON

INOVA-500 “nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.299 sec

Width 31446.5 Hz

§12 repetitions
OBSERVE C13, 125.6568744 MHz
DECOUPLE H1, 499.7312897 MHz
Power 47 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 19 min, 46 sec
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yang-II-080-C_03Dec2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-080-C_03Dec2007

Puise Sequence: sZpul
Solvent: CDC13

Temp. 25.0 C 7/ 298.1 K
File: PROTON
INOVA-500 “nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1l, 499.7288175 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 min, 16 sec
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yang-I11-098-C_18Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II1-098-C_18Mar2008

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
User: 1-14-87

File: CARBON

INOVA-500 “nmro3"

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 1.298 sec

width 34632.0 Hz

5000 repetitions
OBSERVE C13, 125.6568744 MHz
DECOUPLE H1, 499.7312897 MHz
Power 40 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 8 hr, 45 min, 45 sec
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yang-II-080-B_03Dec2007

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-080-B_03Dec2007

Pulse Sequence: s2pul .

Solvent: CDC13

—Temp. 25.0 C /298t K
File: PROTON
INOVA-500 ‘“nmro3"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7288173 MHz
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536
Total time 1 min, 16 sec
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yang-I11-098-B_20Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang—-II-098-B_20Mar2008

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
File: CARBON
INOVA-500 “nmr03"

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 1.200 sec

width 27605.2 Hz

5000 repetitions
OBSERVE C13, 100.5263777 MHz
DECOUPLE H1, 399.7885243 MHz
Power 43 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.8 Hz
FT size 131072
Total time 8 hr, 37 min, 23 sec
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yang-1I-101_29Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-101_29Mar2008

Pulse Sequence: s2pul ' o

Temp. 25.0 C / 298.1 K
File: PROTON
INOVA-S00 “nmro3"

Relax. delay 2.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

width 8000.0 Hz

16 repetitions

OBSERVE H1, 499.7288165 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 1 min, 32 sec
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yang-II-101_29Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-1I-101_29Mar2008

Pulse Sequence: gCOSY

- —————Solvent:—€BEI3

T
Temp. 25.0 C / 298.1 K
File: gCOSY
INOVA-500 “nmr03"

Relax. delay 1.000 sec

Acq. time 0.128 sec

width 8000.0 Hz

2D Width 8000.0 Hz

2 repetitions

256 increments —
OBSERVE H1, 499.7288165 MHz

DATA PROCESSING

Sq. sine bell 0.064 sec

F1 DATA PROCESSING

Sq. sine bell 0.016 sec E
FT size 2048 x 2048 F2
Total time 0 min, -1 sec (ppml
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vang-II-101_29Mar2008

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

Sample directory: yang-II-101_29Mar2008

Pulse Sequence: s2pul
Solvent: CDC]S

Femp—25.6 €/ 2981k
User: 1-14-87

File: CARBON

INOVA-500 “nmro3"

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 1.299 sec

width 31446.5 Hz

4864 repetitions
OBSERVE C13, 125.6568744 MHz
DECOUPLE H1, 499.7312897 MHz
Power 48 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 8 hr, 45 min, S1 sec
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yang-II-092_28Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-092_28Mar2008

Pulse Sequence: s2pul
Solvent: CDC13

Temp. 25.0 C / 298.1 K
File: PROTON
INOVA-500 “nmr03"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 3.747 sec

Width 8000.0 Hz

32 repetitions
OBSERVE H1, 499.7288165 MHz
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536
Total time 2 min, 32 sec
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yang-II-092_28Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-092_28Mar2008

Pulse Sequence: gCOSY
Solvent: CDC13

I
Temp.—25.0C 72981 K
File: gcosy
INOVA-500 "nmro03"

Relax. delay 1.000 sec

Acq. time 0.128 sec

width 8000.0 Hz

2D width 8000.0 Hz

2 repetitions

256 increments —Mr
OBSERVE H1, 499.7288165 MHz
DATA PROCESSING

Sq. sine bell 0.064 sec
F1 DATA PROCESSING

Sq. sine bell 0.016 sec
FT size 2048 x 2048 F2
Total time 0 min, -1 sec (ppml
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yang-11-092_28Mar2008

Archive directory: /export/home/jhyang/vnmrsys/data
Sample directory: yang-II-092_28Mar2008

Pulse Sequence: s2pul
Solvent: cpels3

Temp. 25.0 C / 298.1 K
User: 1-14-87

File: CARBON

INOVA-500 "“nmro3"

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 1.298 sec

width 34632.0 Hz

4480 repetitions
OBSERVE C13, 125.6568744 MHz
DECOUPLE H1, 499.7312897 MHz
Power 48 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 8 hr, 45 min, 45 sec
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