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1234567891011 ppm

PAV_PO-14a
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO

Current Data Parameters
NAME         PAV_PO-14a
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              12.05
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1336008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300076 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10
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PAV_PO-14a
13C-NMR in DMSO
15.03.2011 BU
********************

2030405060708090100110120130140150160 ppm

DMSO

Current Data Parameters
NAME         PAV_PO-14a
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              14.40
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                 3044
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9163903 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028822 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30
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23456789101112 ppm

Current Data Parameters
NAME         PAV_PO-14b
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              14.53
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1336008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300077 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-14b
1H-NMR in DMSO
15.03.2011 BU
********************
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PAV_PO-14b
13C-NMR in DMSO
15.03.2011 BU
********************

2030405060708090100110120130140150160170180 ppm

Current Data Parameters
NAME         PAV_PO-14b
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              15.02
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  257
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9163903 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028815 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO
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234567891011 ppm

Current Data Parameters
NAME         PAV_PO-14c
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              16.32
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1339008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300077 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-14c
1H-NMR in DMSO
15.03.2011 BU
********************
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PAV_PO-14c
13C-NMR in DMSO
15.03.2011 BU
********************

2030405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-14c
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              16.49
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  329
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9171448 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028802 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO

 
 

 

 

 
Impurity seen in 

31
P spectra of compound 14c was characterized by LC-MS as 

bis(MOP)ester; ESI MS calcd for C54H56N4O18P (M+H)
+ 

1079.33, found 1079.38. We 
were not able to separate this impurity even after several chromatografies. Nevertheless, 
this impurity does not interfere solid phase synthesis. 
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234567891011 ppm

Current Data Parameters
NAME         PAV_PO-14d
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              17.07
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1339008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300076 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-14d
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO
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PAV_PO-14d
13C-NMR in DMSO
15.03.2011 BU
********************

2030405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-14d
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              17.21
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  752
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9171448 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028811 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO
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1234567891011 ppm

Current Data Parameters
NAME         PAV_PO-19a
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              11.34
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1336008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300083 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-19a
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO
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PAV_PO-19a
13C-NMR in DMSO
15.03.2011 BU
********************

2030405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-19a
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              11.50
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  426
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9163903 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028805 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO
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23456789101112 ppm

Current Data Parameters
NAME         PAV_PO-19b
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              15.26
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1339008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300077 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-19b
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO
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PAV_PO-19b
13C-NMR in DMSO
15.03.2011 BU
********************

30405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-19b
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              15.36
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  214
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9171448 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028792 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO
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1234567891011 ppm

Current Data Parameters
NAME         PAV_PO-19c
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              16.06
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1339008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300077 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-19c
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO
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PAV_PO-19c
13C-NMR in DMSO
15.03.2011 BU
********************

30405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-19c
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              16.15
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  235
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9171448 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028788 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

DMSO
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2.53.03.54.04.55.05.56.06.57.07.58.08.59.09.510.010.511.0 ppm

Current Data Parameters
NAME         PAV_PO-19d
EXPNO                 1
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              18.07
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            zg30
TD                84174
SOLVENT            DMSO
NS                   16
DS                    0
SWH            8417.509 Hz
FIDRES         0.100001 Hz
AQ            4.9999857 sec
RG                 25.4
DW               59.400 usec
DE                20.00 usec
TE                330.0 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                10.00 usec
PL1                8.10 dB
PL1W         5.29101372 W
SFO1        600.1339008 MHz

F2 - Processing parameters
SI               131072
SF          600.1300077 MHz
WDW                  no
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 0.10

PAV_PO-19d
1H-NMR in DMSO
15.03.2011 BU
********************

DMSO
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PAV_PO-19d
13C-NMR in DMSO
15.03.2011 BU
********************

405060708090100110120130140150160 ppm

Current Data Parameters
NAME         PAV_PO-19d
EXPNO                 3
PROCNO                1

F2 - Acquisition Parameters
Date_          20110315
Time              18.19
INSTRUM           spect
PROBHD   5 mm CPTCI 1H-
PULPROG            jmod
TD                59520
SOLVENT            DMSO
NS                  427
DS                    4
SWH           29761.904 Hz
FIDRES         0.500032 Hz
AQ            0.9999860 sec
RG                16400
DW               16.800 usec
DE                 6.00 usec
TE                330.0 K
CNST2       165.0000000
CNST11        1.0000000
D1           2.00000000 sec
D20          0.00606061 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                11.00 usec
P2                22.00 usec
PL1               -1.40 dB
PL1W       107.48842621 W
SFO1        150.9171448 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                7.00 dB
PL12              25.00 dB
PL2W         6.81614637 W
PL12W        0.10802864 W
SFO2        600.1324005 MHz

F2 - Processing parameters
SI               131072
SF          150.9028792 MHz
WDW                  EM
SSB                   0
LB                 1.00 Hz
GB                    0
PC                 0.30

 
 

 

 

 

 

 
Impurity seen in 

31
P spectra of compound 19d was characterized by LC-MS as 

bis(MOP)ester; ESI MS calcd for C61H63N5O18P (M+H)
+ 

1184.39, found 1184.36. We 
were not able to separate this impurity even after several chromatografies. Nevertheless, 
this impurity does not interfere solid phase synthesis. 
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