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Compound 5a: 
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NAME            lyx-425
EXPNO                10
PROCNO                1
Date_          20121009
Time              17.15
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG            zg30
TD                65536
SOLVENT           CDCl3
NS                    2
DS                    0
SWH            8992.806 Hz
FIDRES         0.137219 Hz
AQ            3.6438515 sec
RG                 35.9
DW               55.600 usec
DE                 8.00 usec
TE                299.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.30 usec
PL1                3.00 dB
SFO1        300.1324010 MHz
SI                32768
SF          300.1300273 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 1.00

ppm

3.43.63.84.04.24.44.64.85.05.25.45.65.86.0 ppm
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NAME            lyx-425
EXPNO                11
PROCNO                1
Date_          20121009
Time              17.16
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG        cosygpqf
TD                 2048
SOLVENT           CDCl3
NS                    4
DS                    8
SWH            2540.650 Hz
FIDRES         1.240552 Hz
AQ            0.4030964 sec
RG                   32
DW              196.800 usec
DE                 8.00 usec
TE                298.9 K
D0           0.00000300 sec
D1           1.39309299 sec
D13          0.00000400 sec
D16          0.00020000 sec
IN0          0.00039360 sec

======== CHANNEL f1 ========
NUC1                 1H
P0                10.30 usec
P1                10.30 usec
PL1                3.00 dB
SFO1        300.1313330 MHz

====== GRADIENT CHANNEL =====
GPNAM1         SINE.100
GPZ1              10.00 %
P16             1000.00 usec
ND0                   1
TD                   21
SFO1           300.1313 MHz
FIDRES       120.983353 Hz
SW                8.465 ppm
FnMODE               QF
SI                 1024
SF          300.1300273 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 1.40
SI                 1024
MC2                  QF
SF          300.1300273 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
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NAME            lyx-425
EXPNO                12
PROCNO                1
Date_          20121009
Time              17.21
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG          zgpg30
TD                65536
SOLVENT           CDCl3
NS                   71
DS                    4
SWH           17985.611 Hz
FIDRES         0.274439 Hz
AQ            1.8219508 sec
RG               4597.6
DW               27.800 usec
DE                 6.50 usec
TE                299.2 K
D1           2.00000000 sec
D11          0.03000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                12.50 usec
PL1                2.00 dB
SFO1         75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2            100.00 usec
PL2                3.00 dB
PL12              22.74 dB
PL13              23.00 dB
SFO2        300.1312005 MHz
SI                32768
SF           75.4677490 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 1.40

20406080100120140160180 ppm
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NAME            lyx-425
EXPNO                13
PROCNO                1
Date_          20121009
Time              17.26
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG         dept135
TD                65536
SOLVENT           CDCl3
NS                   41
DS                    4
SWH           17985.611 Hz
FIDRES         0.274439 Hz
AQ            1.8219508 sec
RG                16384
DW               27.800 usec
DE                 6.50 usec
TE                299.3 K
CNST2       145.0000000
D1           2.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                12.50 usec
P2                25.00 usec
PL1                2.00 dB
SFO1         75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
P3                10.30 usec
P4                20.60 usec
PCPD2            100.00 usec
PL2                3.00 dB
PL12              22.74 dB
SFO2        300.1312005 MHz
SI                32768
SF           75.4677490 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 1.40
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C-6 Hydroxyl MOM-protected intermediate for 6a and 6b: 
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Compound 6a: 

ppm

2.62.83.03.23.43.63.84.04.24.44.64.85.05.25.4 ppm
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NAME           lyx-430a
EXPNO                11
PROCNO                1
Date_          20121022
Time               9.19
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG        cosygpqf
TD                 2048
SOLVENT           CDCl3
NS                    4
DS                    8
SWH            2450.980 Hz
FIDRES         1.196768 Hz
AQ            0.4178420 sec
RG                 20.2
DW              204.000 usec
DE                 8.00 usec
TE                294.4 K
D0           0.00000300 sec
D1           1.37875700 sec
D13          0.00000400 sec
D16          0.00020000 sec
IN0          0.00040800 sec

======== CHANNEL f1 ========
NUC1                 1H
P0                10.30 usec
P1                10.30 usec
PL1                3.00 dB
SFO1        300.1314185 MHz

====== GRADIENT CHANNEL =====
GPNAM1         SINE.100
GPZ1              10.00 %
P16             1000.00 usec
ND0                   1
TD                   20
SFO1           300.1314 MHz
FIDRES       122.549019 Hz
SW                8.166 ppm
FnMODE               QF
SI                 1024
SF          300.1300213 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 1.40
SI                 1024
MC2                  QF
SF          300.1300213 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
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Compound 6b: 
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NAME           lyx-2017
EXPNO               138
PROCNO                1
Date_          20170717
Time               8.15
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG            zg30
TD                65536
SOLVENT           CDCl3
NS                   16
DS                    0
SWH            6009.615 Hz
FIDRES         0.091699 Hz
AQ            5.4526453 sec
RG               209.09
DW               83.200 usec
DE                 6.50 usec
TE                300.7 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
SFO1        300.1318534 MHz
NUC1                 1H
P1                 8.00 usec
SI                65536
SF          300.1300077 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 1.00
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190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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NAME           lyx-2017
EXPNO               148
PROCNO                1
Date_          20170720
Time               5.48
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG          zgpg30
TD                65536
SOLVENT           CDCl3
NS                 6000
DS                    4
SWH           18028.846 Hz
FIDRES         0.275098 Hz
AQ            1.8175818 sec
RG               209.09
DW               27.733 usec
DE                 6.50 usec
TE                302.3 K
D1           2.00000000 sec
D11          0.03000000 sec
TD0                   1

======== CHANNEL f1 ========
SFO1         75.4752949 MHz
NUC1                13C
P1                11.00 usec
SI                32768
SF           75.4677485 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 1.40
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Compound 8: 
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EXPNO                96
PROCNO                1
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Compound 9a: 

8

N

BnO OBn

BnO Cbz

N

BnO OBn

BnO Cbz

H

OMOM

OH

OH

9a



14

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

5
6
.
5
6

5
8
.
9
3

6
0
.
9
1

6
3
.
5
1

6
8
.
2
5

7
0
.
2
0

7
1
.
0
3

7
2
.
4
1

7
3
.
1
1

7
3
.
2
3

7
6
.
7
1

7
7
.
1
3

7
7
.
4
4

7
7
.
5
6

8
2
.
6
1

8
6
.
6
6

9
8
.
7
4

1
2
7
.
6
1

1
2
7
.
7
2

1
2
7
.
7
6

1
2
7
.
9
1

1
2
8
.
0
4

1
2
8
.
1
5

1
2
8
.
3
2

1
2
8
.
4
1

1
2
8
.
5
8

1
2
8
.
6
7

1
3
5
.
6
9

1
3
7
.
3
1

1
3
8
.
1
8

1
3
8
.
3
2

1
5
7
.
3
6

NAME           lyx-2016
EXPNO               368
PROCNO                1

lyx-610a-C13

N

BnO OBn

BnO Cbz

H

OMOM

OH

OH

9a

N

BnO OBn

BnO Cbz

H

OMOM

OH

OH

9a



15

50556065707580859095100105110115120125130135140 ppm

5
6
.
5
6

5
8
.
9
3

6
0
.
9
1

6
3
.
5
1

6
8
.
2
5

7
0
.
2
0

7
1
.
0
3

7
2
.
4
2

7
3
.
1
1

7
3
.
2
3

7
7
.
4
4

8
2
.
6
1

8
6
.
6
6

9
8
.
7
4

1
2
7
.
6
1

1
2
7
.
7
2

1
2
7
.
7
6

1
2
7
.
9
1

1
2
8
.
0
5

1
2
8
.
1
5

1
2
8
.
3
2

1
2
8
.
4
1

1
2
8
.
5
8

1
2
8
.
6
7

NAME           lyx-2016
EXPNO               369
PROCNO                1

lyx-610a-dept135

N

BnO OBn

BnO Cbz

H

OMOM

OH

OH

9a

N

BnO OBn

BnO Cbz

H

OMOM

OH

OH

9a



16

Compound 9b: 
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Compound 10a:
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Compound 10b: 
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NAME      lyx-433b-hsqc
EXPNO                 1
PROCNO                1
Date_          20121030
Time              17.19
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG        hsqcetgp
TD                 2048
SOLVENT           CDCl3
NS                    4
DS                   16
SWH            8992.806 Hz
FIDRES         4.391018 Hz
AQ            0.1139188 sec
RG               4597.6
DW               55.600 usec
DE                 8.00 usec
TE                300.0 K
CNST2       145.0000000
D0           0.00000300 sec
D1           1.50000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
D13          0.00000400 sec
D16          0.00020000 sec
IN0          0.00002780 sec
ZGOPTNS

======== CHANNEL f1 ========
NUC1                 1H
P1                10.80 usec
P2                21.60 usec
P28             1000.00 usec
PL1                3.00 dB
SFO1        300.1324010 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                12.50 usec
P4                25.00 usec
PCPD2             90.00 usec
PL2                2.00 dB
PL12              19.15 dB
SFO2         75.4752958 MHz

====== GRADIENT CHANNEL =====
GPNAM1         SINE.100
GPNAM2         SINE.100
GPZ1              80.00 %
GPZ2              20.10 %
P16             1000.00 usec
ND0                   2
TD                  106
SFO1            75.4753 MHz
FIDRES       169.675583 Hz
SW              238.298 ppm
FnMODE    Echo-Antiecho
SI                 1024
SF          300.1300263 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 1.40
SI                 1024
MC2       echo-antiecho
SF           75.4677490 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
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NAME           lyx-433b
EXPNO               278
PROCNO                1
Date_          20121106
Time              14.35
INSTRUM           spect
PROBHD   5 mm BBI 1H-BB
PULPROG       noesygpph
TD                 2048
SOLVENT           CDCl3
NS                    8
DS                    0
SWH            6009.615 Hz
FIDRES         2.934382 Hz
AQ            0.1705268 sec
RG                   32
DW               83.200 usec
DE                 6.50 usec
TE                298.1 K
D0           0.00006818 sec
D1           1.50000000 sec
D8           0.80000001 sec
D16          0.00020000 sec
IN0          0.00016640 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                11.80 usec
P2                23.60 usec
PL1                2.00 dB
PL1W        15.84893227 W
SFO1        600.1324005 MHz

====== GRADIENT CHANNEL =====
GPNAM1         SINE.100
GPNAM2         SINE.100
GPZ1              40.00 %
GPZ2             -40.00 %
P16             1000.00 usec
ND0                   1
TD                  256
SFO1           600.1324 MHz
FIDRES        23.475023 Hz
SW               10.014 ppm
FnMODE      States-TPPI
SI                 1024
SF          600.1300000 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 1.00
SI                 1024
MC2         States-TPPI
SF          600.1300000 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
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Compound 11b:
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NAME           lyx-2016
EXPNO               418
PROCNO                1

lyx-619b-C13

4550556065707580859095100105110115120125130135140 ppm
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NAME           lyx-2016
EXPNO               419
PROCNO                1

lyx-619b-dept135
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Compound 12a: 
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Compound 13: 
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55
.9

81
62

.0
59

68
.3

96
69

.8
17

70
.9

30
73

.1
30

73
.2

16
77

.6
27

NAME            lyx-443
EXPNO                20
PROCNO                1
Date_          20121207
Time              13.22
INSTRUM           spect
PROBHD   5 mm DUL 13C-1
PULPROG          zgpg30
TD                65536
SOLVENT             D2O
NS                  360
DS                    4
SWH           17985.611 Hz
FIDRES         0.274439 Hz
AQ            1.8219508 sec
RG                 8192
DW               27.800 usec
DE                 6.50 usec
TE                295.8 K
D1           2.00000000 sec
D11          0.03000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                12.50 usec
PL1                2.00 dB
SFO1         75.4752953 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2            100.00 usec
PL2                3.00 dB
PL12              22.74 dB
PL13              23.00 dB
SFO2        300.1312005 MHz
SI                32768
SF           75.4677490 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 1.40
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Compound 14: 
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NAME           lyx-2016
EXPNO               447
PROCNO                1
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Compound 15b: 
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NAME           lyx-2016
EXPNO               409
PROCNO                1

lyx-616d-C13
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NAME           lyx-2016
EXPNO               410
PROCNO                1
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Compound 15a: 
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Compound 16b: 
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NAME           lyx-2016
EXPNO               459
PROCNO                1

lyx-622a-C13
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Compound 17: 
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Compound 1: 
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NAME           lyx-2016
EXPNO               472
PROCNO                1
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Compound 2: 
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