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Sample Name:
RRN-4-229-1
Archive directory:

Sample directory:

FidFile: RRN-4-229-1

Pulse Sequence: Proton (s2pul)
Solvent: cdcl3
Data collected on: Sep 15 2010

Operator: nanir
INOVA-500 "urbino.caltech.edu"

Relax. delay 3.000 sec
Pulse 45.0 degrees

Acqg. time 1.993 sec

Width 4807.7 Hz

4 repetitions

OBSERVE H1, 299.8165645 MHz
DATA PROCESSING

FT size 32768

Total time 0 min 20 sec
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Sample Name:
RRN-4-227-13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-227-13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Sep 15 2010

Temp. 25.0 C / 298.1 K
Sample #39, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1500 repetitions
OBSERVE C13, 125.6602375 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 51 min
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Sample Name:
RRN-4-231-2

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-231-2

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Sep 16 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 1 min 0 sec

T™MS

S29

T

0.46 {» _|

2.99

-

1.11

pPpm

11.80



Sample Name:
RRN-4-288-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-288-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 6 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1300 repetitions
OBSERVE C13, 125.6602404 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 44 min
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Sample Name:
RRN-4-180-2

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-180-2

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 31 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 8.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

5 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 0 min 53 sec
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Sample Name:
RRN-4-180-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-180-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 31 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1000 repetitions
OBSERVE C13, 125.6602414 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 34 min
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Chromatograms of racemic and enantiomerically enriched propargyl alcohol 9

TBSO

9: racemic
VWD1 A, Wavelength=220 nm, TT (RRN\2-29-2A.D)
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1 3.903 BP 0.1998 33.27868 2.74223 0.5267
2 4,122 VB 0.1546 68.28712 6.20676 1.0808
3 4.610 BV 0.2080 47.00773 2.92367 0.7440
! 4.870 VW 0.1402 51.05111 5.03297 0.8080
5 5.282 VB 0.2295 57.73202 3.26651 0.9138
6 6.666 PB 0.1531 3023.55933 302.17783 47.8553
7 7.950 VP 0.1916 3037.20996 241.98224 48.0714
9: enantioenriched, 93% ee
VWD A, Wﬂvaléngth=220 nm, TT (RRNWKJ-1-55.0)
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Sample Name:
RRN-4-279-2

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-279-2

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 2 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7421115 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536

Total time 2 min 0 sec
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Sample Name:
RRN-4-279-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-279-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 2 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1500 repetitions
OBSERVE C13, 125.6602394 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 51 min
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Sample Name:
RRN-4-281-1H_II

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-281-1H_II

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 3 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 1 min 0 sec
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Sample Name:
RRN-4-281-13C_II

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-281-13C_II

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 3 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1000 repetitions
OBSERVE C13, 125.6602500 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 34 min
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Sample Name:
RRN-4-283-1

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-283-1

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 3 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 1 min 0 sec
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Sample Name:
RRN-4-283-1_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-283-1_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 3 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1500 repetitions
OBSERVE C13, 125.6602423 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 51 min
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Sample Name:
RRN-5-12-1_1H

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-12-1_1H

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 20 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 4.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

32 repetitions

OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 3 min 28 sec
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Sample Name:
RRN-5-12-1_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-12-1_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 20 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1000 repetitions
OBSERVE C13, 125.6602423 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 34 min




Sample Name:
RRN-5-13-1_1H

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-13-1_1H

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 21 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 3.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7420463 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 1 min 28 sec
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Sample Name:
RRN-5-13-1_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-13-1_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 21 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

10000 repetitions
OBSERVE C13, 125.6602442 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 5 hr, 41 min




Sample Name:
RRN-5-15-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-15-2_13C

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 26 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 1 min 0 sec
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Sample Name:
RRN-5-15-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-15-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 26 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1600 repetitions
OBSERVE C13, 125.6602414 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 54 min
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Sample Name:
RRN-4-300-1_1H II

Data Collected on:
indy.caltech.edu-inova500

Archive directory:

/home/nanir/vnmrsys/data (o)
Sample directory: /
RRN-4-300-1_1H II \

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3 HOOC 1
Data collected on: Oct 16 2010

13
Temp. 25.0 C / 298.1 K

Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420502 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 1 min 0 sec
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Sample Name:
RRN-4-300-13C_II

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-300-13C_II

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 16 2010

Temp. 25.0 C / 298.1 K
Sample #43, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1100 repetitions
OBSERVE C13, 125.6602634 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 37 min
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Sample Name:
RRN-4-298-1_1H_pHPLC

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-298-1_1H_pHPLC

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 16 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 1 min 0 sec
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Sample Name:
RRN-4-298-pHPLC_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-298-pHPLC_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 17 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

13500 repetitions
OBSERVE C13, 125.6602423 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 7 hr, 41 min
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Sample Name:
RRN-4-300-1_pHPLC

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-4-300-1_pHPLC

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 13 2010

Temp. 25.0 C / 298.1 K
Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

8 repetitions
OBSERVE H1, 499.7420463 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 1 min 0 sec
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Sample Name:
RRN-4-300-1_13C \ /
Data Collected on:
indy.caltech.edu-inova500
Archive directory:
/home/nanir/vnmrsys/data
Sample directory:
RRN-4-300-1_13C MeO,C
FidFile: CARBONO1 14

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 14 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

13900 repetitions
OBSERVE C13, 125.6602375 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 7 hr, 55 min
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Sample Name:
RRN-5-3-2_1H
Data Collected on:
indy.caltech.edu-inova500
Archive directory:

/home/nanir/vnmrsys/data 0
Sample directory: /
RRN-5-3-2_1H \

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3 T
Data collected on: Oct 19 2010

Temp. 25.0 C / 298.1 K
NC S8
Sample #44, Operator: nanir

Relax. delay 5.000 sec
Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536

Total time 2 min 0 sec
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Sample Name:
RRN-5-3-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-3-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 19 2010

Temp. 25.0 C / 298.1 K
Sample #45, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1200 repetitions
OBSERVE C13, 125.6602481 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 41 min
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Sample Name:
RRN-5-6-2_1H

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-6-2_1H

FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 19 2010

Temp. 25.0 C / 298.1 K
Sample #38, Operator: nanir

Relax. delay 5.000 sec

Pulse 45.0 degrees

Acq. time 2.500 sec

Width 8000.0 Hz

16 repetitions
OBSERVE H1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536

Total time 2 min 0 sec
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Sample Name:
RRN-5-6-2_13C

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/nanir/vnmrsys/data

Sample directory:
RRN-5-6-2_13C

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 19 2010

Temp. 25.0 C / 298.1 K
Sample #39, Operator: nanir

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 1.042 sec

Width 31446.5 Hz

1400 repetitions
OBSERVE C13, 125.6602490 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 47 min




SL-5-252-column-600-H

Sample Name:
SL-5-252-pHPLC-F1-600-H
Data Collected on:
fid.caltech.edu-inova600
Archive directory:

Sample directory:
FidFile: SL-5-252-pHPLC-F1-600-H

Pulse Sequence: Proton (s2pul)
Solvent: cdcl3
Data collected on: Aug 20 2010

Temp. 25.0 C / 298.1 K
Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.049 sec

Width 9594.6 Hz

8 repetitions
OBSERVE H1l, 599.6604887 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 0 min 38 sec
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SL-5-249-column-125-13C

Sample Name:
SL-5-249-F1-pHPLC-500-13C
Data Collected on:
indy.caltech.edu-inova500
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-5-249-F1-pHPLC-500-13C
FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 23 2010

Temp. 25.0 C / 298.1 K
Sample #48, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Wwidth 31446.5 Hz

13500 repetitions
OBSERVE C13, 125.6602389 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 7 hr, 41 min
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SL-6-002-column-500-H

Sample Name:
SL-6-002-column-500-H
Data Collected on: \ /)
indy.caltech.edu-inova500
Archive directory:
/home/slevin/vnmrsys/data
Sample directory: H
SL-6-002-column-500-H
FidFile: PROTONO1
Pulse Sequence: PROTON (s2pul) OoTf
Solvent: cdcl3
Data collected on: Sep 5 2010 S9
Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin
Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 2.500 sec
Width 8000.0 Hz
32 repetitions
OBSERVE Hl1, 499.7420505 MHz
DATA PROCESSING
Line broadening 0.3 Hz
FT size 65536
Total time 1 min 52 sec
T L L
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SL-6-002-column-125-13C

Sample Name:

SL-6-002-column-125-13C \ /
Data Collected on:

indy.caltech.edu-inova500 0O
Archive directory:

/home/slevin/vnmrsys/data H
Sample directory:

SL-6-002-column-125-13C
FidFile: CARBONO1 CN

oTf

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3 S9
Data collected on: Sep 5 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Wwidth 31446.5 Hz

1500 repetitions
OBSERVE C13, 125.6602390 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 51 min

bt
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SL-6-004-pHPLC-600-512-H

Sample: SL-6-004-pHPLC-600-512-H
File: home/slevin/SL-6-004-pHPLC-600-H.fid

Pulse Sequence: s2pul

Solvent: cd2cl2

Temp. 25.0 C / 298.1 K
Operator: slevin

File: SL-6-004-pHPLC-600-H
INOVA-600 "fid.caltech.edu"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.049 sec

Width 9594.6 Hz

512 repetitions
OBSERVE H1l, 599.6616487 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 26 min, 12 sec

X0
OTf
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SL-6-085-crude-500-H

Sample Name: 0O

SL-6-085-crude-500-H \ /
Data Collected on:

indy.caltech.edu-inova500 o
Archive directory:

/home/slevin/vnmrsys/data H
Sample directory:

.SLTG—OSS—crude—SOO—H a L0
FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul) oTf
Solvent: cdcl3 17
Data collected on: Nov 9 2010

Temp. 25.0 C / 298.1 K 125 MHz 13C of 17

Sample #47, Operator: slevin . . .
WlthOU.t purlflcatlon

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

320 repetitions
OBSERVE C13, 125.6604283 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 1 hr, 8 min

B N W M A SRR, S y e b ,MJ‘ D
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SL-6-007-column-500-H 0

Sample Name: \ /
SL-6-007-column-500-H

Data Collected on: 0
indy.caltech.edu-inova500 H

Archive directory:
/home/slevin/vnmrsys/data

Sample directory:
SL-6-007-column-500-H

FidFile: PROTONO1 oTf OH

18

Pulse Sequence: PROTON (s2pul)

Solvent: cdcl3

Data collected on: Sep 7 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.500 sec

Width 8000.0 Hz

128 repetitions
OBSERVE Hl1, 499.7420505 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536
Total time 7 min 29 sec

10 9 8 7 6 5 4 3 2 1 ppm
AR RN N T A 1 PRi Y Y
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SL-6-007-column-125-13C

Sample Name: \ /
SL-6-007-column-125-13C

Data Collected on: o
indy.caltech.edu-inova500

Archive directory: H
/home/slevin/vnmrsys/data

Sample directory:
SL-6-007-column-125-13C

FidFile: CARBONO1 OTf OH

Pulse Sequence: CARBON (s2pul) 18

Solvent: cdcl3

Data collected on: Sep 8 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

13500 repetitions
OBSERVE C13, 125.6602375 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 7 hr, 41 min
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SL-5-289-column-500-H (o)

Sample Name: \ /
SL-5-289-column-500-H

Data Collected on: 0
indy.caltech.edu-inova500 H

Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-5-289-column-500-H
FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Aug 28 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.500 sec

Width 8000.0 Hz

32 repetitions
OBSERVE H1, 499.7420504 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 1 min 52 sec
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SL-5-289-column-125-13C 0

Sample Name: \ /
SL-5-289-column-125-13C
Data Collected on:
indy.caltech.edu-inova500 H
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-5-289-column-125-13C
FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Aug 28 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Wwidth 31446.5 Hz

2000 repetitions
OBSERVE C13, 125.6602375 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 1 hr, 8 min

200 180 160 140 120 100 80 60 40 20 ppm
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SL-6-054-column-500-H

Sample Name:
SL-6-054-column-500-H
Data Collected on:
indy.caltech.edu-inova500
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-6-054-column-500-H
FidFile: current

Pulse Sequence: PROTON (s2pul)
Solvent: cdcl3
Data collected on: Oct 24 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acqg. time 2.500 sec

Width 8000.0 Hz

64 repetitions
OBSERVE H1, 499.7420507 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 14 min
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SL-6-067-column-125-13C

Sample Name:
SL-6-067-column-125-13C
Data Collected on:
indy.caltech.edu-inova500
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-6-067-column-125-13C
FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Nov 1 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

13500 repetitions
OBSERVE C13, 125.6602385 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Total time 7 hr, 41 min
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SL-6-054-ald-column-500-H

Sample Name:
SL-6-054-ald-column-500-H \
Data Collected on: \\
indy.caltech.edu-inova500
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-6-054-ald-column-500-H
FidFile: PROTONO1

Pulse Sequence: PROTON (s2pul) o 19
Solvent: cdcl3
Data collected on: Oct 24 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 2.500 sec
Width 8000.0 Hz
32 repetitions
OBSERVE H1, 499.7420506 MHz
DATA PROCESSING
Line broadening 0.2 Hz
FT size 65536
Total time 1 min 52 sec

\
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SL-6-054-ald-column-500-H

Sample Name: \
SL-6-054-ald-column-500-H N\ o H
Data Collected on:
indy.caltech.edu-inova500 H 0
Archive directory:
/home/slevin/vnmrsys/data
Sample directory:
SL-6-054-ald-column-500-H 0
FidFile: CARBONO1 fo

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3
Data collected on: Oct 24 2010

Temp. 25.0 C / 298.1 K
Sample #46, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.042 sec

Width 31446.5 Hz

1550 repetitions
OBSERVE C13, 125.6602385 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Total time 52 min

I | A _
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SL-6-004-pHPLC-600-512-H

Sample: SL-6-004-pHPLC-600-512-H
File: home/slevin/SL-6-004-pHPLC-600-H.fid

Pulse Sequence: s2pul

Solvent: cd2cl2

Temp. 25.0 C / 298.1 K
Operator: slevin

File: SL-6-004-pHPLC-600-H
INOVA-600 "fid.caltech.edu"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acqg. time 2.049 sec

Width 9594.6 Hz

512 repetitions
OBSERVE H1, 599.6616487 MHz
DATA PROCESSING

Line broadening 0.3 Hz

FT size 65536

Total time 26 min, 12 sec

7.0 Hz

17

1H - 1H Correlations via
COSY and J-coupling
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SL-6-085-crude-500-H

Sample Name:
SL-6-085-crude-500-H

Data Collected on:
indy.caltech.edu-inova500

Archive directory:
/home/slevin/vnmrsys/data

Sample directory:
SL-6-085-crude-500-H

FidFile: CARBONO1

Pulse Sequence: CARBON (s2pul)
Solvent: cdcl3

Data collected on: Nov 9 2010

Temp. 25.0 C / 298.1 K
Sample #47, Operator: slevin

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acg. time 1.042 sec

width 31446.5 Hz

320 repetitions
OBSERVE C13, 125.6604283 MHz
DECOUPLE H1, 499.7445450 MHz
Power 39 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

HMBC correlations
Carbons are assigned based on

Line broadening 0.5 Hz HSQC, HMBC and COSY
FT size 65536
Total time 1 hr, 8 min
CD2C12
1
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500 MHz COSY spectrum of 17 in CD2Cl;
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500 MHz HSQC spectrum of unpurified 17 in CD2Cl;

1‘ ‘ }\..,“‘ \‘
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500 MHz HMBC (optimized for 8 Hz copupling)

\ o . (o)
spectrum of unpurified 17 in CDCl>
. H
Xresidual CH2Cl;
N K¢
oTf
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