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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature w:o
INOVA-400 "“Zr"

PULSE SEQUENCE

Pulse 36.4 degrees

Acg. time 2.666 sec

Width 6000.6 Hz

8 repetitions

OBSERVE H1, 399.9649645 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768
Total time 0 min, 42 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 “Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.500 sec
Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.9042558 MHz

DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 20.8 degrees
Acqg. time 2.500 sec
Width 8000.0 Hz

IIr-1+3

16 repetitions _I_ _l_
OBSERVE H1, 499.9042558 MHz O m
DATA PROCESSING |—|me
FT size 65536
Total time 0 min, 56 sec
. S
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INGVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 44.6 degrees

Acg. time 2.500 sec

Width 8000.0 Hz

16 repetitions

OBSERVE H1, 499.9042555 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 56 sec
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Jjbsiii-2510n400MHZ

Pulse Sequence: s2pul

Solvent: CDC13 S _/\_QMOI
Ambient temperature
File: charIII-2S51
INOVA-500 "Cu"

PULSE SEQUENCE

Pulse 45.0 degrees WDO
Acg. time 2.666 sec

Width 6000.6 Hz

16 repetitions
OBSERVE H1, 399.9643447 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768
Total time 0 min, 42 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.9042537 MHz
DATA PROCESSING

FT size 65536
Total time ¢ min, 56 sec

HOMe,Si
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambhient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.500 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.9042537 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 56 sec

HOMe,Si
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-400 "Zr"

PULSE SEQUENCE

Pulse 36.4 degrees

Acq. time 2.666 sec

Width 6000.6 Hz

8 repetitions
OBSERVE H1, 399.9649645 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768
Total time 0 min, 42 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 44.6 degrees

Acg. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.9042537 MHz
DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 44.6 degrees

Acqg. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1l, 499.9042555 MHz
DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature

INOVA-4060 "Zr"

PULSE SEQUENCE

Pulse 35.0 degrees

Acq. time 2.666 sec

Width §000.6 Hz H H
16 repetitions AU

OBSERVE H1, 399.9649645 MHz
DATA PROCESSING _I_O Omj

Line broadening 0.2 Hz
FT size 32768
Total time 0 min, 42 sec \

PhMe,Si °
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Temp. 23.0 C / 296.1 K
INOVA-500 "sSn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.9042537 MHz
DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec

MeO

PhMe,Si
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-400 “Zr"

PULSE SEQUENCE
Pulse 45.0 degrees
Acg. time 2.666 sec
Width 6000.6 Hz H H
8 repetitions N (@)
OBSERVE H1, 399.9649645 MHz ~
DATA PROCESSING OBn
Line broadening 0.2 Hz
FT size 32768
Total time 0 min, 42 sec

PhMe,Si °
21
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STANDARD PROTON PARAMETERS

Pulse Seguence: s2pul

Solvent: CDC13
Temp. 23.0 C / 296.1 K
INOVA-560 “"Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.500 sec
Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.9042537 MHz

DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul _l_ O _l_

Solvent: CDC13 FaE

Ambient temperature MeO OBn

INOVA-400 "“Zr"

PULSE SEQUENCE

Pulse 45.0 degrees 4 /

Acq. time 2.666 sec

width 6000.6 Hz IO_/\_mmm_

16 repetitions

OBSERVE H1, 399.9649645 MHz

DATA PROCESSING SI-6

Line broadening 0.2 Hz

FT size 32768

Total time 0 min, 42 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13
Temp. 23.0 € / 296.1 K
INOVA-500 "sn*

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE  H1, 499.9042555 MHz H H
DATA PROCESSING ﬁu

FT size 65536
Total time 0 min, 56 sec _<_®O Omj
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CBC13
Ambient temperature
INOVA-400 “Zr"

PULSE SEQUENCE

Pulse 45.0 degrees

Acg. time 2.666 sec

Width 6000.6 Hz

8 repetitions

OBSERVE H1, 399.9649645 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768

Total time @ min, 42 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI13

Ambient temperature

File: 8-3protio

INOVA-500 “Kr*“

PULSE SEQUENCE

Pulse 45.0 degrees

Acq. time 2.666 sec H H
width 6000.6 Hz N (@)

16 repetitions

OBSERVE H1, 399.8649645 MHZ Omj
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768 \

Total time 0 min, 42 sec \
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-400 "2r"

PULSE SEQUENCE

Pulse 45.0 degrees

Acgqg. time 2.666 sec

Width 6000.6 Hz

8 repetitions

OBSERVE H1, 399.9649645 MHZz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 32768

Total time ¢ min, 42 sec
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pv-I1I-31p

Pulse Sequence: s2pul

Solvent: cbci3
Ambient temperature
INOVA-500 “Sp»

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45 ¢ degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499 9042605 MHZz

DATA PROCESSING

FT size 65536 |

Total time 0 min, 28 sec |
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12 10 8 6 4 2 -2 ppm
B e o St e B e e S SR RS
0.89 0.941.24 1 g3 0.98.07.33 1.92.21 8.3% .66

1.00 1.90 o0.93 2.97 0.8919 0.691.063.87 7.677.34
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pv-II-175p

Pulse Sequence: s2pul

Solvent: €DC13
Ambient temperature
INOVA-400 nzpr»

PULSE SEQUENCE

Pulse 35.8 degrees

Acqg. time 2.666 sec

Width 6000.6 Hz

8 repetitions
O0BSERVE H1, 399.9649487 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768
Total time 0 min, 21 sec

R Y
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-400 "“Zr»

PULSE SEQUENCE

Pulse 35.0 degrees
Acg. time 2.666 sec
width 6000.6 Hz

16 repetitions

0BSERVE H1, 399.8649645 MHz

DATA PROCESSING

Line broadening 0.2 Hz
FT size 32768

Total time 6 min, 42 sec
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STANDARD PROTON PARAMETERS

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature
File: jbsiii-247
INOVA-500 “Kr"
PULSE SEQUENCE

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.500 sec
width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.8042555 MHz
DATA PROCESSING
FT size 65536
Total time 0 min, 56 sec
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STANDARD PROTON PARAMETERS

expl s2pul

HaH = H

SAMPLE DEC. & VT
date Oct 19 2004 dfrg 439.807 IO O—I_
solvent CDC13  dn H1
file /export/expor~ dpwr 33
t/home/mertze/EM2_~ dof 0 —_—
044.£1d  dm nnn 39, QI>, R= .u.rﬂ/\</om
ACQUISITION dmm c n
sfrq 499.907 dmf 16123
tn H1 dseq
at 2.500 dres 1.0
np 40000 homo n
sw 8000.0 PROCESSING
fb 4000 wtfil
bs 8 proc ft
tpwr 55 fn not used
pw 2.7 wath f
dl 1.000
tof 0 werr
nt 32 wexp
ct 32 wbs
alock n wnt wft
gain not used
FLAGS
il n
in n
dp y
hs nn
DISPLAY
sp ~205.8
wp 4692.8
vs 150
sc [
we 250
hzmm 18.77
is 631.61
rfl 1507.6
rfp 0
th 12
ins 2.000
nm cdc ph
7~ S N
. (¥
I
i R g f{{l\r_['
s 1T
T T T T T .___AA,,_.A«___4._1___.<_____A4.
8 7 5 4 3 2 Iy 1 ppm
e e i b R o e A S o
4.490 1.032.02 2.06 1.151.1D.96 26.53
2.00 1.03 2.06 2.45 3.11.13.28 3.16
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2131-1

Pulse Sequence: s2pul
Solvent: CDC13
Ambient temperature

File; 2131-2

INOVA-500 "Cu"

PULSE SEQUENCE OBn

Relax. delay 1.000 sec

Pulse 45.0 degrees HO OBn
Acg. time 2.500 sec hu

Width 8000.0 Hz

8 repetitions | mUﬂ T+
OBSERVE H1, 499.9042603 MHz T*ﬁu

DATA PROCESSING

FT size 65536

Total time 0 min, 28 sec ho

\\
J % i Kw\\ s o/ \\\
o g(fiJ[c\sltff‘l,ffr i,! yﬁ‘;ff,tﬁ[lt;r?t\ifi Lh ]

S .
1\\4!\\1{\41||1|iﬁ\‘4\\a\l\jllf\\JJf\ﬂ\\4\\!ﬂ\\4|||15\4\!\1114\14\\J||J,\\1\\4\\4:’\ﬂf|4|{J\\\4\\J!\\%\\1||J!\\ﬁ1\4\!J\fi\\f1|lﬂ\\,
7 6 5 4 3 2 1 ppm
[ S o [ Y - [ -
41.04 12.65 8.53 12.72 4.47 10.74 14.56
4.30 4.46 8.71 4.07 9.18 21.89
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2131-1 after HPLC 1lmg

Pulse Seguence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "Sn"

PULSE SEQUENCE

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 2.500 sec

Width 8000.0 Hz

8 repetitions

OBSERVE H1, 499.3042613 MHz
DATA PROCESSING

FT size 65536

Total time 0 min, 28 sec

O-SiMe,

OBn
BnO o
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41
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9.66 2.96 1.99 1.00 2.00 1.23 1.11 2.85 2.79
1.02 2.08 1.01 0.99
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