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EDB-Ipom—-1-103-A-150518 in CDCL3
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EDB-Ipom-1-103-A-150518 13C in CDC13
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© EDB-Ipom-1-103-A-150518 COSY
ppm | e A I b
] NAME EDB-Ipom-1-103-A-150518
1 EXPNO 2
] PROCNO 1
] Date_ 20150615
O ] Time 21.24
] INSTRUM spect
1 PROBHD 5 mm PABBO BB-
] PULPROG cosygpgf
] D 2048
1 SOLVENT cDC13
] NS 4
DS 8
] . SWH 5341.880 Hz
] FIDRES 2.608340 Hz
1 @ AQ 0.1917428 sec
] @@° RG 80.6
— R DW 93.600 usec
] DE 6.50 usec
2 - TE 292.4 K
1 o) DO 0.00000300 sec
] . Y D1 1.48689198 sec
1 &) 0 %ﬂ D13 0.00000400 sec
] = ) D16 0.00020000 sec
] INO 0.00018720 sec
3 == CHANNEL fl ===
g NUC1 1H
] PO 10.00 usec
B Pl 10.00 usec
1 PL1 -3.50 dB
fi ] PL1W 31.17620277 W
1 SFO1 400.1324057 MHz
4 ] ====== GRADIENT CHANNEL =====
-— 1 » GPNAM1 SINE.100
] i GPZ1 10.00 %
R Plé6 1000.00 usec
1 NDO 1
D 128
SFO1 400.1324 MHz
= 5 , FIDRES 41.733440 Hz
] d sw 13.350 ppm
] 0 FnMODE QF
] @ ST 1024
1 SF 400.1300040 MHz
WDW SINE
1 ] @ @ 0o SSB 0
6 =] LB 0.00 Hz
] GB 0
1 PC 1.00
] SI 1024
] MC2 oF
1 SF 400.1300033 MHz
] WDW SINE
7 SSB 0
] LB 0.00 Hz
= ] @ d GB 0
8 —
] |
- f
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EDB-Ipom-1-112-A-150608 in CDCL3
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EDB-Ipom-1-112-A-150608 13C in CDC13
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" NAME EDB-Ipom-1-112-A-150608
EXPNO 2
PROCNO 1
Date_ 20150610
Time 22.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG cosygpgf
TD 2048
SOLVENT CDC13
NS 4
DS 8
SWH 5341.880 Hz
FIDRES 2.608340 Hz
AQ 0.1917428 sec
RG 114

@ DW 93.600 usec
DE 6.50 usec
TE 292.3 K
DO .00000300 sec

0

1.48689198 sec
D13 0.00000400 sec

0.00020000 sec

0.00018720 sec

== CHANNEL fl ===
1H
10.00 usec
10.00 usec
-3.50 dB
31.17620277 W
400.1324057 MHz

====== GRADIENT CHANNEL =====

GPNAM1 SINE.100
GPZ1 10.00 %
N P16 1000.00 usec
NDO 1
D 128
SFO1 400.1324 MHz
FIDRES 41.733440 Hz
SW 13.350 ppm
6 ° FnMODE QF
U i ST 1024
b SF 400.1300040 MHz
o 9 il WDW SINE
t SSB 0
0
{ . 08 LB 0.00 Hz
7 , 83 ) GB 0
¢ ! 0 PC 1.00
= " » 0 ST 1024
4 u MC2 QF
B [ SF 400.1300033 MHz
D[] - WDW SINE
8 i SSB 0
K] LB 0.00 Hz
0 : D” ) GB 0
] 0 0 0 [ .
o %
9 0 Vo
8
! B i
0
)
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7b NAME EDB-Ipom-1-112-.
EXPNO 5
ppm l N AN PROCNO 1
Date_ 20150611
Time 3.11
] 1 INSTRUM spect
—— PROBHD 5 mm PABBO BB-
—3 . " " PULPROG hmbcgplpndgf
— 20— . . L ' ™ 4096
J— SOLVENT CDC13
I > & & NS 50
— | 0 ' £ DS 16
B N o & SWH 5208.333
— o FIDRES 1.271566
AQ 0.3932660
— 40 o o RG 2050
DW 96.000
DE 6.50
TE 292.6
1 CNST2 145.0000000
CNST13 10.0000000
DO 0.00000300
60 - D1 1.50000000
— " 3 . D2 0.00344828
D6 0.05000000
= s omngy “ © 8 D16 0.00020000
INO 0.00003010
— @& 4 [ s @y, ﬁ?m@_ © ) '
[E— 1 ' o " CHANNEL f1
— 80 8 v 10.00
20.00
-3.50
) 31.17620277
400.1325208
— — -] o] ® CHANNEL f2
—100 & . . @9 -
10.00
o 9 -2.10
1 ! 58.37759399
100.6228138
— @m ®
120 ====== GRADIENT CHANNEL
GPNAM1 SINE.100
s GPNAM2 SINE.100
—; @' GPNAM3 SINE.100
— 1 0 won GPZ1 50.00
] S o GPZ2 30.00
] @ GPZ3 40.10
140 : P16 1000.00
NDO 2
™D 128
| SFO1 100.6228
FIDRES 129.709091
— @ e sw 165.000
FnMODE QF
160 — ® W o ST 2048
” SF 400.1300000
4 WDW SINE
| ® @ o & SSB 0
— v [ LB 0.00
. GB 0
1 8 O “[Lu EU @U " ® PC 4.00
— ’ o SI 1024
' @ L o & s MC2 OF
SF 100.6127690
i WDW SINE
T ‘ T T T T T T T T ‘ T T T T T T T T ‘ T T T T T T T T ‘ LN B B B B B B ‘ LN B B B B B B ‘ LN B B B B B B ‘ LN B B B B B B ‘ LN B B B B B B ‘ SSB 0
LB 0.00

8 7 6 5 4 3 2 1 ppm  ® 0
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300 MHz

EDB-Ipom—-1-64-A-140801 in CDC13
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EDB-Ipom-1-64-A-140801 13C in CDC13 300 Mz
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300 MHz

EDB-Ipom—-1-66-A-140808 in CDC13
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300 MHz
EDB-Ipom-1-66-A-140808 13C in CDC13
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1H in CDCL3

(2)

EDB-Ipom—-1-99-A-150513
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EDB-Ipom-1-99-A-150513 (2) 13C in CDC13
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EDB-Ipom—-1-99-A-150513

(2) COSY

ppm l m MLN& ﬂ A NAME EDB-Ipom-1-99-A-150513
EXPNO 2
PROCNO 1
Date_ 20150623
o Time 23.33
@ INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG cosygpqgf
™ 2048
SOLVENT CDC13
NS 4
1 DS 8
SWH 5341.880
@ FIDRES 2.608340
AQ 0.1917428
@ RG 203
DW 93.600
DE 6.50
) TE 292.5
DO 0.00000300
D1 1.48689198
@ o % D13 0.00000400
2 D16 0.00020000
ND 0.00018720
3 == CHANNEL fl ===
1H
10.00
10.00
-3.50

ol

N
A I B D T T T S D P

-]

562

Ol

GPNAM1
GPZ1
P16
NDO

TD
SFO1
FIDRES
SW
FnMODE
ST

SF
WDW
SSB

LB

GB

PC

ST

MC2

SF
WDW
SSB

LB

GB

31.17620277
400.1324057

====== GRADIENT CHANNEL

SINE.100
10.00
1000.00
1

128
400.1324
41.733440
13.350

QF

1024
400.1300040
SINE

0

0.00

0

1.00

1024

QF
400.1300033
SINE

0

0.00

0
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EDB-Ipom—-1-101-A-150515 in CDCL3
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EDB-Ipom-1-101-A-150515 13C in CDC13
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EDB-Ipom—-1-101-A-150515 COSY
23b NAME EDB-Ipom-1-101-A-150515
EXPNO 5
PROCNO 1
ppm Al JLL Date_ 20150621
K Time 19.22
- INSTRUM spect
] PROBHD 5 mm PABBO BB-
i 0 PULPROG cosygpgf
O B § TD 2048
i B SOLVENT CDC13
i NS 4
] DS 8
] SWH 5341.880 Hz
B FIDRES 2.608340 Hz
] AQ 0.1917428 sec
g RG 80.6
1 ] DW 93.600 usec
] DE 6.50 usec
R TE 292.3 K
] DO 0.00000300 sec
] D1 1.48689198 sec
] D13 0.00000400 sec
] D16 0.00020000 sec
2 - INO 0.00018720 sec
- == CHANNEL f1l ==
T 1H
] 10.00 usec
R 10.00 usec
] -3.50 dB

31.17620277 W
400.1324057 MHz

w
\

GRADIENT CHANNEL
SINE.100
10.00 %
1000.00 usec
1

128
400.1324 MHz
41.733440 Hz
13.350 ppm
QF
1024
400.1300040 MHz
SINE
0
0.00 Hz
0
1.00
1024

N

QF
400.1300033 MHz
SINE
0
0.00 Hz
0

o
\

~J
|
=
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EDB-Ipom—-1-111-A-150605 in CDCL3
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EDB-Ipom-1-111-A-150605 13C in CDC13
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EDB-Ipom—-1-28-A-recovered in CDCL3
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EDB-Ipom—-1-28-A-140722 13C in cDCc13 300 MHz
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EDB-Ipom—-1-56-A-140714 in CDCL3
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EDB-Ipom—-1-56-A-140714 13C in CDC13
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EDB-Ipom—-1-67-A-140812 in CDC13

NAME EDB-Ipom-1-67-A-140812
EXPNO 4
PROCNO 1
Date_ 20140828
Time 5.20
U INSTRUM spect
PROBHD 5 mm PABBO BB-
In d M “ i A \« p p m PULPROG hsqgcetgpsi
TD 1024
— w SOLVENT cpcl3
NS 2
O DS 16
SWH 5341.880 Hz
4R FIDRES 5.216680 Hz
L AQ 0.0958964 sec
] NN * : RG 2050
e DW 93.600 usec
— DE 6.50 usec
= HO —- 20 293.2 K
f— CNST2 145.0000000
— HO O ') o) DO 0.00000300 sec
- = D1 1.50000000 sec
— 0 O (@] - o . L D4 0.00172414 sec
—F =74 D11 0.03000000 sec
3 OTBS TBSO ° b= D13 0.00000400 sec
—3 OAc e o D16 0.00020000 sec
- 40 D24 0.00110000 sec
— = ®- INO 0.00003000 sec
ZGOPTNS
29b
] o 60
PL1W 31.17620277 W
] - SFO1 400.1324057 MHz
p— o L
] @ CHANNEL f2 ========
- o © < L garp
_—ﬁ ° 13C
< — 80 10.00 usec
20.00 usec
75.00 usec
-2.10 dB
r 15.40 dB
58.37759399 W
1.03811681 W
100.6202727 MHz
— °o e —100
====== GRADIENT CHANNEL
GPNAM1 SINE.100
GPNAM2 SINE.100
i GPz1 80.00 %
GPZ2 20.10 %
—4 = P16 1000.00 usec
| 120 NDO 2
™D 256
SFO1 100.6203 MHz
FIDRES 65.104164 Hz
—_— @é i sw 165.639 ppm
1 FnMODE Echo-Antiecho
—] SI 1024
SF 400.1300000 MHz
3 °® | 140 WDW QOSINE
SSB 2
LB 0.00 Hz
— @ GB 0
L PC 1.00
SI 1024
MC2 echo-antiecho
SF 100.6127690 MHz
L B I I B B B LSS D OSINE

SSB

8 7 6 5 4 3 2 1 0 ppm = 0.00 Hz

GB 0
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EDB-Ipom—-1-67-A-140812 in CDCL3
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EDB-Ipom—-1-67-A-140812 13C in CDC13

cLe”
eve”
€G68”
887"
€re”
€L0”
LGT"
Tee”
€96°
LS9 "
0LO~
€86°
o€V "
T99°
8€6 "
€v8”
e
99L~
LC8"
ALl
618"
L69"
av9-
6T1cC”
c99°
rre”
880°
0G69°
TET”
G9¢-
960"
86G°
6TL"
606"
vl
T€6 "
69T
066"

€eo”
699°
GET”
9€cC”
LT8"
T0G”
080"
876 ”
soc

6L6"

SO AN N
L B B B B T I I I |

9¢

— M AN N O O
IO MMM AN N

Y e

00T

Nej
—
—

8¢T
8¢T
8¢t
0¢T
PET

LET
@E\

TLT—

TBSOOAC

OTBS
31b

S TINAT WO T

PE

20

40

60

1
80

1
100

1
120

1
140

1
160

1
180

1
200



Zong
Stamp


0 11R 107

) %
EDB-Ipom-1-67-A-140812 CDCL3 o
(¢}
(e}
h O@m
(¢} OTBS TBSOOAC
ik I b \/ ppm gigﬁo EDB-Ipom-1 673A 140812
31b N PROCNO 1
r Date_ 20140828
C Time 5.12
=0 INSTRUM spect
r PROBHD 5 mm PABBO BB-
N PULPROG cosygpgf
- D 2048
A SOLVENT CDC13
r NS 2
=1 DS 0
[ L SWH 5341.880 Hz
r FIDRES 2.608340 Hz
C AQ 0.1917428 sec
e v y RG 128
L DW 93.600 usec
f2 DE 6.50 usec
- TE 293.9 K
C DO 0.00000300 sec
L D1 1.48689198 sec
r D13 0.00000400 sec
L D16 0.00020000 sec
—3 INO 0.00018720 sec
- ======== CHANNEL fl ========
@ ; A NUC1 1H
@@ "@ @ o @ L PO 10.00 usec
r Pl 10.00 usec
0 0 @ b ﬂﬂ —4 PL1 -3.50 dB
@% r PL1W 31.17620277 W
® D) - SFO1 400.1324057 MHz
C ====== GRADIENT CHANNEL =====
r GPNAM1 SINE.100
8 @@ ! —9 GPZ1 10.00 %
] L Pl6 1000.00 usec
] r NDO 1
@I - TD 128
0 L SFO1 400.1324 MHz
| b 6 FIDRES 41.733440 Hz
N SwW 13.350 ppm
- @ @ . : FnMODE QF
! C ST 1024
r SF 400.1300040 MHz
< ® @ - WDW SINE
=7 SSB 0
r LB 0.00 Hz
I ) r GB 0
_g : PC 1.00
@ ) C ST 1024
' C MC2 QF
—8 SF 400.1300033 MHz
N WDW SINE
I I I I I I I I I I SSB 0
1B 0.00 Hz
9 8 7 6 5 4 3 2 1 0 ppm = 0
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EDB-Ipom—-1-68-B-140925 in CDCL3
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EDB-Ipom—-1-68-C-140925 13C in CDC13
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EDB-Ipom—-1-68-C-140925 CQCL3 o J
\ 0&&% o
¢ ° NAME EDB-Ipom-1-68-C-140925
11R epimer EXPNO 3
PROCNO 1
Date_ 20141011
ppm Time 8.23
- INSTRUM spect
. PROBHD 5 mm PABBO BB-
C PULPROG cosygpgf
: ~0 D 2048
U} 3 SOLVENT cDC13
N NS 2
C DS 0
C SWH 5341.880 Hz
r FIDRES 2.608340 Hz
—1 A0 0.1917428 sec
- RG 128
+ DW 93.600 usec
L DE 6.50 usec
r TE 293.1 K
- DO 0.00000300 sec
H D1 1.48689198 sec
. D13 0.00000400 sec
r D16 0.00020000 sec
r INO 0.00018720 sec
—3 ======== CHANNEL fl ========
u NUC1 1H
L PO 10.00 usec
B Pl 10.00 usec
r PL1 -3.50 dB
) PL1W 31.17620277 W
. SFO1 400.1324057 MHz
r ====== GRADIENT CHANNEL =====
r GPNAM1 SINE.100
- GPZ1 10.00 %
—5 P16 1000.00 usec
C NDO 1
r D 128
C SFO1 400.1324 MHz
: E FIDRES 41.733440 Hz
a SW 13.350 ppm
' : —6 FnMODE QoF
: r SI 1024
@ - SF 400.1300040 MHz
! ) - WDW SINE
@ @ C SSB 0
~7 LB 0.00 Hz
r GB 0
C PC 1.00
. - SI 1024
@ L MC2 QF
d r SF 400.1300033 MHz
—8 WDW SINE
3 SSB 0
a LB 0.00 Hz

)
L B e I e T T L I GB 0

8 7 6 5 4 3 2 1 0  ppm
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EDB-Ipom—-1-68-C-140925 in CDC13
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
DO

D1

D4

D11

D13

D16

D24

INO
ZGOPTNS

CPDPRG2
NUC2

P3

P4
PCPD2
PL2
PL12
PL2W
PL12W
SFO2

GPNAM1
GPNAM2
GPZ1
GPZ2
Pl6
NDO

TD
SFO1
FIDRES

EDB-Ipom-1-68-C-140925
4

1

20141011
8.31

spect

5 mm PABBO BB-
hsgcetgpsi
1024

CDC13

2

16
5341.880
5.216680
0.0958964
2050
93.600
6.50

292.4
145.0000000
0.00000300
1.50000000
0.00172414
0.03000000
0.00000400
0.00020000
0.00110000
0.00003000

CHANNEL f1

31.17620277
400.1324057

CHANNEL f£2
garp

13C

10.00

20.00

75.00

-2.10

15.40
58.37759399
1.03811681
100.6202727

GRADIENT CHANNEL

SINE.100
SINE.100
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2

256
100.6203
65.104164
165.639
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400.1300000
QSINE

2

0.00

0

1.00

1024
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100.6127690
QSINE

2

0.00

0

usec
usec
usec
dB

MHz

s
%

usec

MHz
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ppm
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Sample Name: EI-68
Sample id#:
Instrument:

982220

ESI Mass Spectrum

ultrOTOF-Q
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11/6/2014

Intens. T
x1044

11R-Epimer

413.2659

853.3986
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HPLC for Ipomoeassin F (96.7%; MeCN/H,0 1:9, 0-5 min; increase to 9:1 over 20 min,
5-25 min; 9:1, 25-35 min; finally return to 1:9 in a minute, 35-36 min; 1 mL/min, tr =
30.4 min).

mv.
m{Detector A Ch2:280nm
6500
6000 |
5500
5000 o ©
] ©
&
4500 o Q
1 ™
] —
4000 ©
3500
3000 4
{ ‘
{ ‘
1500 ‘
] )
] 0
1000 — S
] <
] ) o o off 3
500 @ O © < < o © 3
] oA N o © o3
1 Q< o 3 9] © S
1 - »  ® ® < 9
o4 ~ o o It} |
-500]
T T T T T T N T T T T T T
0.0 25 50 75 100 125 15.0 175 200 225 250 275 0.0 R5 min

HPLC for 11R-Epimer (95.3%; MeCN/H,0 3:1; 1 mL/min, tg = 17.1 min)
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