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Figure S1. 1H NMR (700 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                 1
PROCNO                1
Date_          20110418
Time              15.27
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG            zg30
TD                32768
SOLVENT           CDCl3
NS                    8
DS                    0
SWH            8417.509 Hz
FIDRES         0.256882 Hz
AQ            1.9464692 sec
RG                  203
DW               59.400 usec
DE                 6.50 usec
TE                299.3 K
D1           2.50000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                12.35 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1335006 MHz
SI                65536
SF          700.1300222 MHz
WDW                  GM
SSB                   0
LB                -1.50 Hz
GB                 0.15
PC                 4.00

 



Figure S2. 13C NMR (176 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                11
PROCNO                1
Date_          20110513
Time              18.19
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT           CDCl3
NS                 6046
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                303.4 K
D1          10.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                65536
SF          176.0478286 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S3. DEPT-135 (176 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                75
PROCNO                1
Date_          20110514
Time              12.51
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG         dept135
TD                65536
SOLVENT           CDCl3
NS                 1470
DS                   32
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                302.5 K
CNST2       145.0000000
D1           2.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
P2                17.40 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
P3                14.70 usec
P4                29.40 usec
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
SFO2        700.1328005 MHz
SI                65536
SF          176.0478327 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.30

 



Figure S4. 1H-1H COSY (700 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                21
PROCNO                1
Date_          20110523
Time              12.10
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG        cosyqf45
TD                 2048
SOLVENT           CDCl3
NS                   12
DS                   16
SWH            3561.254 Hz
FIDRES         1.738893 Hz
AQ            0.2875892 sec
RG                  203
DW              140.400 usec
DE                 6.50 usec
TE                299.6 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00028080 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                12.35 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323731 MHz
ND0                   1
TD                  512
SFO1           700.1324 MHz
FIDRES         6.955574 Hz
SW                5.087 ppm
FnMODE               QF
SI                 2048
SF          700.1300218 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 4.00
SI                 2048
MC2                  QF
SF          700.1300218 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S5. HSQC (700 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                22
PROCNO                1
Date_          20110523
Time              16.41
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG          hsqcph
TD                 1024
SOLVENT           CDCl3
NS                   32
DS                  128
SWH            3561.254 Hz
FIDRES         3.477787 Hz
AQ            0.1438196 sec
RG                  203
DW              140.400 usec
DE                 6.50 usec
TE                301.6 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00002030 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                12.35 usec
P2                24.70 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323731 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                15.10 usec
P4                30.20 usec
PCPD2             60.00 usec
PL2                0.00 dB
PL12              11.80 dB
PL2W       106.75517273 W
PL12W        7.05324411 W
SFO2        176.0619088 MHz
ND0                   2
TD                  512
SFO1           176.0619 MHz
FIDRES        48.141930 Hz
SW              140.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300186 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 4.00
SI                 1024
MC2                TPPI
SF          176.0478163 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S6. HMBC (700 MHz, CDCl3) spectrum of oxirapentyn F (2) 
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NAME           smet-80E
EXPNO                23
PROCNO                1
Date_          20110524
Time               2.40
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT           CDCl3
NS                   96
DS                  128
SWH            3561.254 Hz
FIDRES         0.869447 Hz
AQ            0.5751284 sec
RG                  203
DW              140.400 usec
DE                 6.50 usec
TE                300.4 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001580 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                12.35 usec
P2                24.70 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323731 MHz

======== CHANNEL f2 ========
NUC2                13C
P3                15.10 usec
PL2                0.00 dB
PL2W       106.75517273 W
SFO2        176.0654458 MHz
ND0                   2
TD                  200
SFO1           176.0654 MHz
FIDRES       158.458908 Hz
SW              180.000 ppm
FnMODE               QF
SI                 2048
SF          700.1300207 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 4.00
SI                  512
MC2                  QF
SF          176.0478038 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S7. 1H NMR (700 MHz, DMSO-d6) spectrum of oxirapentyn G (3) 
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NAME               ox-H
EXPNO                 5
PROCNO                1
Date_          20120105
Time              17.33
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG            zg30
TD                32768
SOLVENT            DMSO
NS                    4
DS                    0
SWH            3705.534 Hz
FIDRES         0.113084 Hz
AQ            4.4215455 sec
RG                  203
DW              134.933 usec
DE                 6.50 usec
TE                308.0 K
D1           1.50000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                 8.25 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1321941 MHz
SI                65536
SF          700.1300164 MHz
WDW                  GM
SSB                   0
LB                -2.50 Hz
GB                 0.12
PC                 2.00

 



Figure S8. 13C NMR (176 MHz, DMSO-d6) spectra of oxirapentyn G (3) 
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NAME               ox-H
EXPNO                11
PROCNO                1
Date_          20120105
Time              12.26
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG            zgpg
TD                65536
SOLVENT            DMSO
NS                 1727
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                308.0 K
D1          10.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                15.25 usec
PL1                0.00 dB
PL1W       106.75517273 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             80.00 usec
PL2                1.00 dB
PL12              20.73 dB
PL13              23.00 dB
PL2W        18.59584427 W
PL12W        0.19788641 W
PL13W        0.11733185 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0479317 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.10

 



Figure S9. 1H-1H COSY (700 MHz, DMSO-d6) spectrum of oxirapentyn G (3) 
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NAME               ox-H
EXPNO                21
PROCNO                1
Date_          20120105
Time              22.48
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG        cosyqf45
TD                 2048
SOLVENT            DMSO
NS                    8
DS                   16
SWH            3705.534 Hz
FIDRES         1.809343 Hz
AQ            0.2763935 sec
RG                  203
DW              134.933 usec
DE                 6.50 usec
TE                308.0 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00026985 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 8.25 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1321941 MHz
ND0                   1
TD                  512
SFO1           700.1322 MHz
FIDRES         7.237371 Hz
SW                5.293 ppm
FnMODE               QF
SI                 2048
SF          700.1300164 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 2048
MC2                  QF
SF          700.1300164 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S10. HSQC (700 MHz, DMSO-d6) spectrum of oxirapentyn G (3) 
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NAME               ox-H
EXPNO                22
PROCNO                1
Date_          20120106
Time               1.32
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG          hsqcph
TD                 1024
SOLVENT            DMSO
NS                   20
DS                  128
SWH            3705.534 Hz
FIDRES         3.618685 Hz
AQ            0.1382217 sec
RG                  203
DW              134.933 usec
DE                 6.50 usec
TE                308.4 K
CNST2       145.0000000
D0           0.00000300 sec
D1           1.50000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00002185 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 8.25 usec
P2                16.50 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1321941 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                14.60 usec
P4                29.20 usec
PCPD2             60.00 usec
PL2                0.00 dB
PL12              12.28 dB
PL2W       106.75517273 W
PL12W        6.31522703 W
SFO2        176.0610459 MHz
ND0                   2
TD                  512
SFO1            176.061 MHz
FIDRES        44.702999 Hz
SW              130.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300164 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 1024
MC2                TPPI
SF          176.0479231 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S11. HMBC (700 MHz, DMSO-d6) spectrum of oxirapentyn G (3) 
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NAME               ox-H
EXPNO                23
PROCNO                1
Date_          20120106
Time               6.23
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT            DMSO
NS                   64
DS                  128
SWH            3705.534 Hz
FIDRES         0.904671 Hz
AQ            0.5527369 sec
RG                  203
DW              134.933 usec
DE                 6.50 usec
TE                307.8 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001420 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 8.25 usec
P2                16.50 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1321941 MHz

======== CHANNEL f2 ========
NUC2                13C
P3                14.60 usec
PL2                0.00 dB
PL2W       106.75517273 W
SFO2        176.0654305 MHz
ND0                   2
TD                  132
SFO1           176.0654 MHz
FIDRES       266.765808 Hz
SW              200.000 ppm
FnMODE               QF
SI                 2048
SF          700.1300164 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 2.00
SI                  512
MC2                  QF
SF          176.0478871 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S12. 1H NMR (700 MHz, DMSO-d6) spectrum of oxirapentyn H (4) 
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NAME             ISSa-X
EXPNO                 5
PROCNO                1
Date_          20130518
Time              12.55
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG              zg
TD                32768
SOLVENT            DMSO
NS                    4
DS                    0
SWH            6038.647 Hz
FIDRES         0.184285 Hz
AQ            2.7132404 sec
RG                  144
DW               82.800 usec
DE                 6.50 usec
TE                308.0 K
D1           2.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1333058 MHz
SI                65536
SF          700.1300168 MHz
WDW                  GM
SSB                   0
LB                -2.50 Hz
GB                 0.12
PC                 6.00

 



Figure S13. 13C NMR (176 MHz, DMSO-d6) spectra of oxirapentyn H (4) 
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NAME             ISSa-X
EXPNO                11
PROCNO                1
Date_          20130516
Time              14.03
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT            DMSO
NS                 4540
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                308.1 K
D1          15.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0479301 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.50

 



Figure S14. 1H-1H COSY (700 MHz, DMSO-d6) spectrum of oxirapentyn H (4) 
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NAME             ISSa-X
EXPNO                21
PROCNO                1
Date_          20130518
Time              13.34
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG        cosyqf45
TD                 2048
SOLVENT            DMSO
NS                    8
DS                   16
SWH            6038.647 Hz
FIDRES         2.948558 Hz
AQ            0.1696244 sec
RG                  144
DW               82.800 usec
DE                 6.50 usec
TE                308.0 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00016560 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1333058 MHz
ND0                   1
TD                  512
SFO1           700.1333 MHz
FIDRES        11.794232 Hz
SW                8.625 ppm
FnMODE               QF
SI                 2048
SF          700.1300168 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 6.00
SI                 2048
MC2                  QF
SF          700.1300168 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S15. HSQC (700 MHz, DMSO-d6) spectrum of oxirapentyn H (4) 
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NAME             ISSa-X
EXPNO                22
PROCNO                1
Date_          20130519
Time              12.09
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG          hsqcph
TD                 1024
SOLVENT            DMSO
NS                   48
DS                   16
SWH            6038.647 Hz
FIDRES         5.897117 Hz
AQ            0.0848372 sec
RG                  144
DW               82.800 usec
DE                 6.50 usec
TE                308.2 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00001895 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
P2                19.10 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1333058 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                13.50 usec
P4                27.00 usec
PCPD2             60.00 usec
PL2                0.00 dB
PL12              12.90 dB
PL2W       106.75517273 W
PL12W        5.47506094 W
SFO2        176.0611242 MHz
ND0                   2
TD                  256
SFO1           176.0611 MHz
FIDRES       103.160812 Hz
SW              150.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300168 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 6.00
SI                  512
MC2                TPPI
SF          176.0479237 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S16. HMBC (500 MHz, DMSO-d6) spectrum of oxirapentyn H (4) 
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NAME             ISSa-X
EXPNO                26
PROCNO                1
Date_          20130529
Time              12.36
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT            DMSO
NS                  128
DS                   16
SWH            4288.165 Hz
FIDRES         1.046915 Hz
AQ            0.4776436 sec
RG               196.84
DW              116.600 usec
DE                 6.50 usec
TE                308.0 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001990 sec

======== CHANNEL f1 ========
SFO1        500.1322329 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  237
SFO1           125.7704 MHz
FIDRES       106.015312 Hz
SW              199.774 ppm
FnMODE               QF
SI                 2048
SF          500.1300153 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 1.50
SI                  512
MC2                  QF
SF          125.7578205 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S17. 1H NMR (700 MHz, DMSO-d6) spectrum of oxirapentyn I (5) 
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NAME             ISSa-Y
EXPNO                 1
PROCNO                1
Date_          20130522
Time              17.59
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG              zg
TD                32768
SOLVENT            DMSO
NS                    4
DS                    0
SWH            4288.165 Hz
FIDRES         0.130864 Hz
AQ            3.8207989 sec
RG               134.45
DW              116.600 usec
DE                 6.50 usec
TE                308.0 K
D1           2.00000000 sec
TD0                   1

======== CHANNEL f1 ========
SFO1        500.1322329 MHz
NUC1                 1H
P1                 7.20 usec
SI                65536
SF          500.1300153 MHz
WDW                  GM
SSB                   0
LB                -2.00 Hz
GB                 0.12
PC                 1.50

 



Figure S18. 13C NMR (176 MHz, DMSO-d6) spectra of oxirapentyn I (5) 
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NAME             ISSa-Y
EXPNO                11
PROCNO                1
Date_          20130517
Time              10.36
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT            DMSO
NS                 1083
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                308.0 K
D1          15.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0479288 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S19. 1H-1H COSY (700 MHz, DMSO-d6) spectrum of oxirapentyn I (5) 
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NAME             ISSa-Y
EXPNO                21
PROCNO                1
Date_          20130520
Time              12.24
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG        cosyqf45
TD                 2048
SOLVENT            DMSO
NS                   16
DS                   16
SWH            4456.328 Hz
FIDRES         2.175941 Hz
AQ            0.2298356 sec
RG                  144
DW              112.200 usec
DE                 6.50 usec
TE                308.0 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00022440 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323429 MHz
ND0                   1
TD                  512
SFO1           700.1323 MHz
FIDRES         8.703766 Hz
SW                6.365 ppm
FnMODE               QF
SI                 2048
SF          700.1300169 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 2048
MC2                  QF
SF          700.1300169 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S20. HSQC (700 MHz, DMSO-d6) spectrum of oxirapentyn I (5) 
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5 NAME             ISSa-Y
EXPNO                22
PROCNO                1
Date_          20130520
Time              19.48
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG          hsqcph
TD                 1024
SOLVENT            DMSO
NS                   48
DS                  256
SWH            4456.328 Hz
FIDRES         4.351883 Hz
AQ            0.1149428 sec
RG                  144
DW              112.200 usec
DE                 6.50 usec
TE                308.1 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00001895 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
P2                19.10 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323429 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                13.50 usec
P4                27.00 usec
PCPD2             60.00 usec
PL2                0.00 dB
PL12              12.90 dB
PL2W       106.75517273 W
PL12W        5.47506094 W
SFO2        176.0610884 MHz
ND0                   2
TD                  256
SFO1           176.0611 MHz
FIDRES       103.160797 Hz
SW              150.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300169 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                  512
MC2                TPPI
SF          176.0479018 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S21. HMBC (500 MHz, DMSO-d6) spectrum of oxirapentyn I (5) 
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NAME             ISSa-Y
EXPNO                24
PROCNO                1
Date_          20130524
Time              11.27
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT            DMSO
NS                  288
DS                   16
SWH            4288.165 Hz
FIDRES         1.046915 Hz
AQ            0.4776436 sec
RG               196.84
DW              116.600 usec
DE                 6.50 usec
TE                308.0 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001990 sec

======== CHANNEL f1 ========
SFO1        500.1322329 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  236
SFO1           125.7704 MHz
FIDRES       106.464523 Hz
SW              199.774 ppm
FnMODE               QF
SI                 2048
SF          500.1300153 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 1.50
SI                  512
MC2                  QF
SF          125.7578205 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S22. NOESY (700 MHz, DMSO-d6) spectrum of oxirapentyn I (5) 
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NAME             ISSa-Y
EXPNO                23
PROCNO                1
Date_          20130521
Time               3.17
INSTRUM           spect
PROBHD   5 mm TBI 1H/13
PULPROG         noesyph
TD                 2048
SOLVENT            DMSO
NS                   96
DS                  256
SWH            4456.328 Hz
FIDRES         2.175941 Hz
AQ            0.2298356 sec
RG                  144
DW              112.200 usec
DE                 6.50 usec
TE                307.9 K
D0           0.00010004 sec
D1           2.00000000 sec
D8           0.30000001 sec
IN0          0.00022440 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                 9.55 usec
PL1                1.00 dB
PL1W        18.59584427 W
SFO1        700.1323429 MHz
ND0                   1
TD                  256
SFO1           700.1323 MHz
FIDRES        17.407587 Hz
SW                6.365 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300169 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                  512
MC2                TPPI
SF          700.1300169 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S23. 1H NMR (700 MHz, CDCl3) spectrum of oxirapentyn J (6) 
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NAME                  F
EXPNO                 1
PROCNO                1
Date_          20110801
Time              18.19
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zg30
TD                32768
SOLVENT           CDCl3
NS                   32
DS                    0
SWH            8417.509 Hz
FIDRES         0.256882 Hz
AQ            1.9464692 sec
RG                  203
DW               59.400 usec
DE                 6.50 usec
TE                300.5 K
D1           1.50000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1331119 MHz
SI                65536
SF          700.1300199 MHz
WDW                  GM
SSB                   0
LB                -2.00 Hz
GB                 0.15
PC                 5.00

 



Figure S24. 13C NMR (176 MHz, CDCl3) spectra of oxirapentyn J (6) 
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NAME                  F
EXPNO                11
PROCNO                1
Date_          20110801
Time              18.47
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT           CDCl3
NS                 5314
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                302.2 K
D1          10.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478308 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S25. DEPT-135 (176 MHz, CDCl3) spectra of oxirapentyn J (6) 
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NAME                  F
EXPNO                75
PROCNO                1
Date_          20110821
Time              12.46
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG         dept135
TD                65536
SOLVENT           CDCl3
NS                 6000
DS                   32
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                301.9 K
CNST2       145.0000000
D1           2.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
P2                17.40 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
P3                14.70 usec
P4                29.40 usec
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478332 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S26. 1H-1H COSY (700 MHz, CDCl3) spectrum of oxirapentyn J (6) 
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NAME                  F
EXPNO                21
PROCNO                1
Date_          20111019
Time              14.16
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG        cosyqf45
TD                 2048
SOLVENT           CDCl3
NS                   48
DS                   16
SWH            3491.620 Hz
FIDRES         1.704893 Hz
AQ            0.2933236 sec
RG                  203
DW              143.200 usec
DE                 6.50 usec
TE                299.4 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00028640 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1324016 MHz
ND0                   1
TD                  512
SFO1           700.1324 MHz
FIDRES         6.819571 Hz
SW                4.987 ppm
FnMODE               QF
SI                 2048
SF          700.1300199 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 2048
MC2                  QF
SF          700.1300199 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S27. HSQC (700 MHz, CDCl3) spectrum of oxirapentyn J (6) 
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NAME                  F
EXPNO                22
PROCNO                1
Date_          20111020
Time              10.52
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG          hsqcph
TD                 1024
SOLVENT           CDCl3
NS                   96
DS                  128
SWH            3491.620 Hz
FIDRES         3.409785 Hz
AQ            0.1466868 sec
RG                  203
DW              143.200 usec
DE                 6.50 usec
TE                300.0 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00002030 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
P2                28.60 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1324016 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                 9.00 usec
P4                18.00 usec
PCPD2             58.00 usec
PL2                2.00 dB
PL12              18.00 dB
PL2W        67.35796356 W
PL12W        1.69195545 W
SFO2        176.0601611 MHz
ND0                   2
TD                  256
SFO1           176.0602 MHz
FIDRES        96.282898 Hz
SW              140.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300199 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                  512
MC2                TPPI
SF          176.0478308 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S28. HMBC (700 MHz, CDCl3) spectrum of oxirapentyn J (6) 
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NAME                  F
EXPNO                23
PROCNO                1
Date_          20111021
Time              12.04
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG      hmbclpndqf
TD                 4096
SOLVENT           CDCl3
NS                  256
DS                   16
SWH            3491.620 Hz
FIDRES         0.852446 Hz
AQ            0.5865972 sec
RG                  203
DW              143.200 usec
DE                 6.50 usec
TE                299.6 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001580 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
P2                28.60 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1324016 MHz

======== CHANNEL f2 ========
NUC2                13C
P3                 9.00 usec
PL2                2.00 dB
PL2W        67.35796356 W
SFO2        176.0636800 MHz
ND0                   2
TD                  248
SFO1           176.0637 MHz
FIDRES       127.788155 Hz
SW              180.000 ppm
FnMODE               QF
SI                 2048
SF          700.1300199 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 2.00
SI                  512
MC2                  QF
SF          176.0477763 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S29. 1H NMR (500 MHz, CDCl3) spectrum of oxirapentyn K (7) 
 

1.01.52.02.53.03.54.04.55.05.5 ppm

0
.7

3
9

0
.8

4
4

0
.8

5
5

0
.8

6
6

0
.8

6
9

0
.8

8
0

0
.8

8
4

0
.8

8
8

0
.8

9
4

0
.9

0
2

0
.9

8
2

0
.9

9
6

1
.1

0
7

1
.1

1
1

1
.1

2
1

1
.1

3
1

1
.1

3
5

1
.1

4
6

1
.1

5
2

1
.1

5
9

1
.1

6
4

1
.1

6
7

1
.1

7
2

1
.1

8
0

1
.1

8
2

1
.1

8
6

1
.1

9
2

1
.2

0
2

1
.2

0
5

1
.2

1
1

1
.2

1
9

1
.2

2
4

1
.2

2
9

1
.2

3
5

1
.2

4
4

1
.2

5
6

1
.2

5
9

1
.2

6
1

1
.2

7
3

1
.2

8
4

1
.2

9
4

1
.3

0
4

1
.3

1
6

1
.3

3
0

1
.3

4
0

1
.3

4
8

1
.3

6
2

1
.4

0
4

1
.4

1
5

1
.4

2
3

1
.4

3
0

1
.4

5
6

1
.4

6
1

1
.4

8
3

1
.4

9
3

1
.5

0
6

1
.5

3
3

1
.5

7
7

1
.5

8
4

1
.6

0
6

1
.6

1
2

1
.6

6
2

1
.7

0
1

1
.8

2
7

1
.8

4
8

2
.0

4
3

2
.0

6
0

2
.0

7
4

2
.0

7
9

2
.0

8
7

2
.0

9
8

2
.1

1
2

2
.1

2
0

2
.1

3
8

2
.4

9
1

2
.5

1
4

2
.5

2
5

2
.6

8
2

2
.7

1
5

2
.7

3
2

2
.7

3
9

2
.7

6
1

2
.7

6
7

3
.1

4
3

3
.2

0
1

3
.3

3
9

3
.4

2
9

3
.4

4
2

3
.4

4
7

3
.4

6
1

3
.5

7
9

3
.5

9
9

3
.6

1
3

3
.6

2
7

3
.6

3
2

3
.6

4
6

3
.7

0
0

3
.7

1
4

3
.7

2
8

3
.8

1
4

4
.1

0
0

4
.1

1
4

4
.1

2
9

4
.1

4
3

4
.2

4
4

4
.2

4
9

4
.6

9
5

4
.7

1
1

4
.9

8
7

4
.9

9
3

4
.9

9
9

3
.2

9

5
.9

8

2
.8

9

1
.0

0

0
.6

2

3
.0

8

1
.0

5

1
.0

5

1
.0

2

0
.9

6

0
.9

9

0
.9

0

0
.9

8

NAME           ISSA-6-1
EXPNO                 1
PROCNO                1
Date_          20130410
Time              14.44
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG              zg
TD                32768
SOLVENT           CDCl3
NS                    1
DS                    0
SWH            2645.503 Hz
FIDRES         0.080734 Hz
AQ            6.1932020 sec
RG               134.45
DW              189.000 usec
DE                 6.50 usec
TE                301.5 K
D1           2.00000000 sec
TD0                   1

======== CHANNEL f1 ========
SFO1        500.1314787 MHz
NUC1                 1H
P1                 7.20 usec
SI                65536
SF          500.1300216 MHz
WDW                  GM
SSB                   0
LB                -1.50 Hz
GB                  0.1
PC                 1.50

 



Figure S30. 13C NMR (176 MHz, CDCl3) spectra of oxirapentyn K (7) 
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NAME           ISSa-6-1
EXPNO                11
PROCNO                1
Date_          20130317
Time              18.12
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT           CDCl3
NS                  370
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                303.5 K
D1          15.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478304 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.10

 



Figure S31. DEPT-135 (176 MHz, CDCl3) spectra of oxirapentyn K (7) 
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3NAME           ISSa-6-1
EXPNO                75
PROCNO                1
Date_          20130317
Time              19.36
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG         dept135
TD                65536
SOLVENT           CDCl3
NS                  686
DS                   32
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                302.6 K
CNST2       145.0000000
D1           2.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
P2                17.40 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
P3                14.70 usec
P4                29.40 usec
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478304 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.10

 



Figure S32. 1H-1H COSY (500 MHz, CDCl3) spectrum of oxirapentyn K (7) 
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NAME           ISSA-6-1
EXPNO                21
PROCNO                1
Date_          20130410
Time              14.55
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG        cosyqf45
TD                 2048
SOLVENT           CDCl3
NS                    8
DS                   16
SWH            2645.503 Hz
FIDRES         1.291749 Hz
AQ            0.3871220 sec
RG               196.84
DW              189.000 usec
DE                 6.50 usec
TE                301.5 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00037800 sec

======== CHANNEL f1 ========
SFO1        500.1314787 MHz
NUC1                 1H
P1                 7.20 usec
ND0                   1
TD                  512
SFO1           500.1315 MHz
FIDRES         5.166997 Hz
SW                5.290 ppm
FnMODE               QF
SI                 2048
SF          500.1300216 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 2048
MC2                  QF
SF          500.1300216 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S33. HSQC (500 MHz, CDCl3) spectrum of oxirapentyn K (7) 
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NAME           ISSA-6-1
EXPNO                22
PROCNO                1
Date_          20130410
Time              19.11
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG          hsqcph
TD                 1024
SOLVENT           CDCl3
NS                   24
DS                  256
SWH            2645.503 Hz
FIDRES         2.583499 Hz
AQ            0.1935860 sec
RG               134.45
DW              189.000 usec
DE                 6.50 usec
TE                302.0 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00003980 sec

======== CHANNEL f1 ========
SFO1        500.1314787 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  512
SFO1           125.7666 MHz
FIDRES        24.536747 Hz
SW               99.890 ppm
FnMODE             TPPI
SI                 2048
SF          500.1300206 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.00
SI                 1024
MC2                TPPI
SF          125.7577867 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S34. HMBC (500 MHz, CDCl3) spectrum of oxirapentyn K (7) 
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NAME           ISSA-6-1
EXPNO                23
PROCNO                1
Date_          20130411
Time               3.01
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT           CDCl3
NS                  128
DS                  256
SWH            2645.503 Hz
FIDRES         0.645875 Hz
AQ            0.7741940 sec
RG               134.45
DW              189.000 usec
DE                 6.50 usec
TE                301.4 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001990 sec

======== CHANNEL f1 ========
SFO1        500.1314787 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  151
SFO1           125.7704 MHz
FIDRES       166.394882 Hz
SW              199.774 ppm
FnMODE               QF
SI                 2048
SF          500.1300208 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 2.00
SI                  512
MC2                  QF
SF          125.7577725 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S35. NOESY (500 MHz, CDCl3) spectrum of oxirapentyn K (7) 
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NAME           ISSA-6-1
EXPNO                24
PROCNO                1
Date_          20130412
Time              14.52
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG         noesyph
TD                 2048
SOLVENT           CDCl3
NS                   96
DS                   16
SWH            2645.503 Hz
FIDRES         1.291749 Hz
AQ            0.3871220 sec
RG               134.45
DW              189.000 usec
DE                 6.50 usec
TE                300.0 K
D0           0.00017945 sec
D1           2.00000000 sec
D8           0.30000001 sec
IN0          0.00037800 sec

======== CHANNEL f1 ========
SFO1        500.1314787 MHz
NUC1                 1H
P1                 7.50 usec
ND0                   1
TD                  256
SFO1           500.1315 MHz
FIDRES        10.333995 Hz
SW                5.290 ppm
FnMODE             TPPI
SI                 2048
SF          500.1300216 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 1.50
SI                  512
MC2                TPPI
SF          500.1300216 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S36. 1H NMR (500 MHz, CD3OD) spectrum of isariketide (8) 
 

2.02.53.03.54.04.55.05.56.06.57.07.58.08.5 ppm

2
.0

4
9

3
.1

5
8

3
.2

9
3

3
.2

9
7

3
.3

0
0

3
.3

0
3

3
.3

0
7

3
.3

1
6

3
.3

1
9

3
.3

2
3

3
.3

3
9

3
.4

3
7

3
.7

2
6

3
.8

0
8

3
.9

9
9

4
.1

1
3

4
.5

4
2

4
.8

3
1

5
.0

6
1

6
.6

8
6

6
.7

1
7

7
.6

9
4

7
.7

2
4

3
.2

2

3
.2

0

3
.0

1

2
.1

9

1
.9

8

1
.0

1

1
.0

0

NAME          ISSA-11-2
EXPNO                 1
PROCNO                1
Date_          20130430
Time              10.35
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG              zg
TD                32768
SOLVENT            MeOD
NS                    1
DS                    0
SWH            6009.615 Hz
FIDRES         0.183399 Hz
AQ            2.7263477 sec
RG               134.45
DW               83.200 usec
DE                 6.50 usec
TE                299.8 K
D1           1.00000000 sec
TD0                   1

======== CHANNEL f1 ========
SFO1        500.1319005 MHz
NUC1                 1H
P1                 7.20 usec
SI                65536
SF          500.1300145 MHz
WDW                  GM
SSB                   0
LB                -1.50 Hz
GB                 0.15
PC                20.00

 



Figure S37. 13C NMR (125 MHz, CD3OD) spectra of isariketide (8) 
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NAME          ISSA-11-2
EXPNO                11
PROCNO                1
Date_          20130430
Time              11.09
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG            zgpg
TD                65536
SOLVENT            MeOD
NS                  437
DS                    0
SWH           27573.529 Hz
FIDRES         0.420739 Hz
AQ            1.1884362 sec
RG               196.84
DW               18.133 usec
DE                 6.50 usec
TE                300.7 K
D1          15.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
SFO1        125.7709936 MHz
NUC1                13C
P1                14.80 usec
SI                32768
SF          125.7576116 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S38. DEPT-135 (125 MHz, CD3OD) spectra of isariketide (8) 
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NAME          ISSA-11-2
EXPNO                75
PROCNO                1
Date_          20130430
Time              13.33
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG         dept135
TD                65536
SOLVENT            MeOD
NS                 1250
DS                   32
SWH           27573.529 Hz
FIDRES         0.420739 Hz
AQ            1.1884362 sec
RG               196.84
DW               18.133 usec
DE                 6.50 usec
TE                300.2 K
CNST2       145.0000000
D1           2.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                4096

======== CHANNEL f1 ========
SFO1        125.7709936 MHz
NUC1                13C
P1                14.80 usec
P2                29.60 usec
SI                32768
SF          125.7576111 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 2.00

 



Figure S39. 1H-1H COSY (500 MHz, CD3OD) spectrum of isariketide (8) 
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NAME          ISSA-11-2
EXPNO                21
PROCNO                1
Date_          20130510
Time              13.25
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG        cosyqf45
TD                 2048
SOLVENT            MeOD
NS                    8
DS                   16
SWH            3619.691 Hz
FIDRES         1.767427 Hz
AQ            0.2829471 sec
RG               119.65
DW              138.133 usec
DE                 6.50 usec
TE                300.5 K
D0           0.00000300 sec
D1           2.00000000 sec
IN0          0.00027620 sec

======== CHANNEL f1 ========
SFO1        500.1324919 MHz
NUC1                 1H
P1                 7.20 usec
ND0                   1
TD                  512
SFO1           500.1325 MHz
FIDRES         7.071415 Hz
SW                7.239 ppm
FnMODE               QF
SI                 2048
SF          500.1300143 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                20.00
SI                 2048
MC2                  QF
SF          500.1300142 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S40. HSQC (500 MHz, CD3OD) spectrum of isariketide (8) 
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NAME          ISSA-11-2
EXPNO                22
PROCNO                1
Date_          20130510
Time              16.16
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG          hsqcph
TD                 1024
SOLVENT            MeOD
NS                   20
DS                  256
SWH            3619.691 Hz
FIDRES         3.534855 Hz
AQ            0.1414985 sec
RG               119.65
DW              138.133 usec
DE                 6.50 usec
TE                301.4 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00002650 sec

======== CHANNEL f1 ========
SFO1        500.1324919 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  256
SFO1           125.7672 MHz
FIDRES        73.702827 Hz
SW              150.023 ppm
FnMODE             TPPI
SI                 2048
SF          500.1300131 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                20.00
SI                  512
MC2                TPPI
SF          125.7575768 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S41. HMBC (500 MHz, CD3OD) spectrum of isariketide (8) 
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NAME          ISSA-11-2
EXPNO                24
PROCNO                1
Date_          20130511
Time               6.12
INSTRUM           spect
PROBHD   5 mm PABBI 1H/
PULPROG      hmbclpndqf
TD                 4096
SOLVENT            MeOD
NS                   80
DS                   16
SWH            3619.691 Hz
FIDRES         0.883714 Hz
AQ            0.5658441 sec
RG               119.65
DW              138.133 usec
DE                 6.50 usec
TE                300.7 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00002090 sec

======== CHANNEL f1 ========
SFO1        500.1324919 MHz
NUC1                 1H
P1                 7.20 usec
P2                14.40 usec
ND0                   2
TD                  193
SFO1           125.7697 MHz
FIDRES       123.955673 Hz
SW              190.216 ppm
FnMODE               QF
SI                 2048
SF          500.1300142 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                20.00
SI                  512
MC2                  QF
SF          125.7575777 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0

 



Figure S42. 1H NMR (700 MHz, CDCl3) spectrum of acremin S (9) 
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NAME               IS-4
EXPNO                 5
PROCNO                1
Date_          20110905
Time              13.19
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zg30
TD                32768
SOLVENT           CDCl3
NS                    1
DS                    0
SWH            5387.931 Hz
FIDRES         0.164427 Hz
AQ            3.0409205 sec
RG                  203
DW               92.800 usec
DE                 6.50 usec
TE                300.0 K
D1           2.00000000 sec
TD0                   1

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1330025 MHz
SI                65536
SF          700.1300198 MHz
WDW                  GM
SSB                   0
LB                -1.50 Hz
GB                  0.1
PC                 2.50

 



Figure S43. 13C NMR (176 MHz, CDCl3) spectra of acremin S (9) 
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NAME               IS-4
EXPNO                11
PROCNO                1
Date_          20110801
Time              13.49
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG            zgpg
TD                65536
SOLVENT           CDCl3
NS                  758
DS                    0
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                302.1 K
D1          10.00000000 sec
D11          0.03000000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL13              16.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
PL13W        0.58805227 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478310 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 1.20

 



Figure S44. DEPT-135 (176 MHz, CDCl3) spectra of acremin S (9) 
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3NAME               IS-4
EXPNO                75
PROCNO                1
Date_          20110905
Time              15.48
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG         dept135
TD                65536
SOLVENT           CDCl3
NS                  430
DS                   32
SWH           42613.637 Hz
FIDRES         0.650232 Hz
AQ            0.7690057 sec
RG                  203
DW               11.733 usec
DE                 6.50 usec
TE                300.8 K
CNST2       145.0000000
D1           3.00000000 sec
D2           0.00344828 sec
D12          0.00002000 sec
TD0                4096

======== CHANNEL f1 ========
NUC1                13C
P1                 8.70 usec
P2                17.40 usec
PL1                2.00 dB
PL1W        67.35796356 W
SFO1        176.0671943 MHz

======== CHANNEL f2 ========
CPDPRG2         waltz16
NUC2                 1H
P3                14.70 usec
P4                29.40 usec
PCPD2             74.00 usec
PL2               -1.00 dB
PL12              13.00 dB
PL2W        29.47242737 W
PL12W        1.17331851 W
SFO2        700.1328005 MHz
SI                32768
SF          176.0478313 MHz
WDW                  EM
SSB                   0
LB                 2.00 Hz
GB                    0
PC                 2.00

 



Figure S45. 1H-1H COSY (700 MHz, CDCl3) spectrum of acremin S (9) 
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NAME               IS-4
EXPNO                21
PROCNO                1
Date_          20110905
Time              13.27
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG        cosyqf45
TD                 2048
SOLVENT           CDCl3
NS                    4
DS                   16
SWH            5387.931 Hz
FIDRES         2.630826 Hz
AQ            0.1901044 sec
RG                  203
DW               92.800 usec
DE                 6.50 usec
TE                299.9 K
D0           0.00000300 sec
D1           2.50000000 sec
IN0          0.00018560 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1330025 MHz
ND0                   1
TD                  512
SFO1            700.133 MHz
FIDRES        10.523303 Hz
SW                7.696 ppm
FnMODE               QF
SI                 2048
SF          700.1300198 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0
PC                 2.50
SI                 2048
MC2                  QF
SF          700.1300198 MHz
WDW                SINE
SSB                   0
LB                 0.00 Hz
GB                    0

 



Figure S46. HSQC (700 MHz, CDCl3) spectrum of acremin S (9) 
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NAME               IS-4
EXPNO                22
PROCNO                1
Date_          20110905
Time              19.04
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG          hsqcph
TD                 1024
SOLVENT           CDCl3
NS                   16
DS                  128
SWH            5387.931 Hz
FIDRES         5.261652 Hz
AQ            0.0950772 sec
RG                  203
DW               92.800 usec
DE                 6.50 usec
TE                300.4 K
CNST2       145.0000000
D0           0.00000300 sec
D1           2.00000000 sec
D4           0.00172414 sec
D11          0.03000000 sec
IN0          0.00002030 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
P2                28.60 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1330025 MHz

======== CHANNEL f2 ========
CPDPRG2            garp
NUC2                13C
P3                 9.00 usec
P4                18.00 usec
PCPD2             58.00 usec
PL2                2.00 dB
PL12              18.00 dB
PL2W        67.35796356 W
PL12W        1.69195545 W
SFO2        176.0601653 MHz
ND0                   2
TD                  256
SFO1           176.0602 MHz
FIDRES        96.282906 Hz
SW              140.000 ppm
FnMODE             TPPI
SI                 2048
SF          700.1300197 MHz
WDW               QSINE
SSB                   2
LB                 0.00 Hz
GB                    0
PC                 2.50
SI                  512
MC2                TPPI
SF          176.0478084 MHz
WDW                SINE
SSB                   2
LB                 0.00 Hz
GB                    0

 



Figure S47. HMBC (700 MHz, CDCl3) spectrum of acremin S (9) 
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NAME               IS-4
EXPNO                23
PROCNO                1
Date_          20110905
Time              21.43
INSTRUM           spect
PROBHD   5 mm PABBO BB-
PULPROG      hmbclpndqf
TD                 4096
SOLVENT           CDCl3
NS                   64
DS                  256
SWH            5387.931 Hz
FIDRES         1.315413 Hz
AQ            0.3801588 sec
RG                  203
DW               92.800 usec
DE                 6.50 usec
TE                300.1 K
CNST2       145.0000000
CNST13        8.0000000
D0           0.00000300 sec
D1           2.50000000 sec
D2           0.00344828 sec
D6           0.06250000 sec
IN0          0.00001580 sec

======== CHANNEL f1 ========
NUC1                 1H
P1                14.30 usec
P2                28.60 usec
PL1               -1.00 dB
PL1W        29.47242737 W
SFO1        700.1330025 MHz

======== CHANNEL f2 ========
NUC2                13C
P3                 9.00 usec
PL2                2.00 dB
PL2W        67.35796356 W
SFO2        176.0636805 MHz
ND0                   2
TD                  264
SFO1           176.0637 MHz
FIDRES       120.043419 Hz
SW              180.000 ppm
FnMODE               QF
SI                 2048
SF          700.1300198 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0
PC                 2.50
SI                  512
MC2                  QF
SF          176.0478122 MHz
WDW                  EM
SSB                   0
LB                 0.30 Hz
GB                    0



Figure S48. X-ray crystal diffraction data of Oxirapentyn H (4) 
 

Table 1.  Crystal data and structure refinement for I. 

Empirical formula  C18H26O8 

Formula weight  370.39 

Temperature  140(2) K 

Wavelength  0.71073 Å 

Crystal system  Monoclinic 

Space group  P 21  

Unit cell dimensions a = 9.9116(2) Å α = 90°. 

 b = 7.0940(1) Å β = 94.539(1)°. 

 c = 26.0972(5) Å γ = 90°. 

Volume 1829.21(6) Å3 

Z 4 

Density (calculated) 1.345 Mg/m3 

Absorption coefficient 0.106 mm-1 

F(000) 792 

Crystal size 0.36 x 0.29 x 0.18 mm3 

Theta range for data collection 2.06 to 32.14°. 

Index ranges -14 ≤ h ≤ 14, -10 ≤ k ≤ 10, -38 ≤ l ≤ 38 

Reflections collected 41996 

Independent reflections 6809 [R(int) = 0.0213] 

Completeness to theta = 32.14° 99.0 %  

Absorption correction Semi-empirical from equivalents 

Max. and min. transmission 0.9810 and 0.9625 

Refinement method Full-matrix least-squares on F2 

Data / restraints / parameters 6809 / 1 / 487 

Goodness-of-fit on F2 1.064 

Final R indices [I>2sigma(I)] R1 = 0.0317, wR2 = 0.0871 

R indices (all data) R1 = 0.0362, wR2 = 0.0906 

Largest diff. peak and hole 0.436 and -0.177 eÅ-3 
 



Figure S49. X-ray crystal structure for Oxirapentyn H (4) 
 

 


