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Fig. 45. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-3-(3-methylbut-2-enyl)- phenyl)-3-
(4-(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methyl- but-3-
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Fig. 46. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-3-(3-methylbut-2-enyl)- phenyl)-3-
(4-(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methyl- but-3-
enyl)phenyl)prop-2-en-1-one (20) =EI-MS B] 73
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Fig. 47. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-3-(3-methylbut-2-enyl)-
phenyl)-3-(4-(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methyl-
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Fig. 48. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-5-(3-methylbut-2-enyl)- phenyl)-3-
(4-(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methyl- but-3-
enyl)phenyl)prop-2-en-1-one (21) =+'H-NMR 5] 3%
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Fig. 49. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-5-(3-methylbut-2-enyl)- phenyl)-3-
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Fig. 50. (E)-1-(2-Hydroxy-4-(methoxymethoxy)-5-(3-methylbut-2-enyl)- phenyl)-3-
(4-(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methyl- but-3-
enyl)phenyl)prop-2-en-1-one (21) =EI-MS ] 73
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Fig. 73. (E)-1-(2-Hydroxy-5-(2-hydroxy-3-methylbut-3-enyl)-4-
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Fig. 88. (E)-3-(2,2-Dimethyl-2H-chromen-6-yl)-1-(2-hydroxy-4-
(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methylbut-3-
enyl)phenyl)- prop-2-en-1-one (24) *H-NMR @] 3%
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Fig. 90. (E)-3-(2,2-Dimethyl-2H-chromen-6-yl)-1-(2-hydroxy-4-
(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methylbut-3-
enyl)phenyl)- prop-2-en-1-one (24) <EI-MS ] 3%



44!

%Transmittance

13144

LM77

+)]

o
i
1362.1

12985

11515

1560.7"-
14852

1628.3

54
52

12509\

11118

48]
46
44
42
40 3

4000 3560 3000 2500 2000 1500 1000
Wavenumbers (cm-1)

500

Fig. 91. (E)-3-(2,2-Dimethyl-2H-chromen-6-yl)-1-(2-hydroxy-4-
(methoxymethoxy)-3-(2-(methoxymethoxy)-3-methylbut-3-
enyl)phenyl)- prop-2-en-1-one (24) < FTIRE] 3%




evt

CSH233e_CDC13_500

12/22/711
- o 0 wnsnon~on~ NogoBNEoNNL MDD PR
- @ CNHPANDODN DTN~ IDD @D ©T @
= o ~Nrew EE R R R R VRN - - e @
o e M~~~ wwoweo v L
-

Y w// iR

Lo
~——

—
—

2.133

_1.827
1.425

14 13 12 11 10 9 8 7 6

T
5
_— - L e — e [
2.48 6.22 3.52 3.15 2.84 3.13 3.18
2.80 6.67 3.01 2.97 3.32 3.05 3.1

Fig. 92. Angusticornin A (5) c*H-NMR B] 3#



144"

CSH233§TCDC'IS_500

12,22/
w mo - Pw | NN @manenno oo~ P o~ »
o~ m o @ S~ 00 0 TSmO~ SN WS e T -S =
- o - ®w e MO ~NNNOMDOWNNND Nc\fal\_ QEB‘“! ?.
- < o w s o e L L N o oo ©
3 =2 o 22 F8338I3I5383338 RRRE o83 ]
M o
T I e o e e L S B L S L B B B L L N L B e e S S S S H A an e T
200 180 160 140 120 100 80 60 a0 20 ppm

Fig. 93. Angusticornin A (5) s+3C-NMR &) 2



14"

CSH233e_CDC13_500
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exp60 Gcosy
SAMPLE FLAGS
date Dec 23 2011 hs nn
solvent cdcl13 sspul n ~ 1 e
sample hsgivl 46722 T——t T B T
ACQUISITION SPECIAL
sw 8000.0 temp 25.0 Fz |
at 0.128 gain 32
np 3048 spin not used (ppm]j
fb not used F2 PROCESSING 1
ss 16 sb 0.064 -
d1 1.301 sbs not used 7] 5
nt 4 fn 048 n . 0
2D ACQUISITION F1 PROCESSING 2 — ©
swl 8000.0 sbi 0.032 - 3
ni 128 sbs1 not used B .
PRESATURATION . procl 1p 7 -
satmode nnn  fnl 2048 ] ° -
satdly 0 DISPLAY 5] o e
satfrq 499.8 sp -8.7 - .
satpwr -13 wp 7476.6 B .
TRANSMITTER spl - B <
tn wpl 7468.8 4—
sfrq 499.881 rfl 500.9 _ ] - o
tof 999.7 rfp 0 7
tpwr 59 rfi1 500.9 u— = 3 .
pw 9.500 rfpl 0 — 5 5
tpwr_cf 0.790 PLOT B
GRADIENTS wcC 150.0 ]
gzlvll 4672 sc - N - ° <
gt1 0.001000 wc2 150.0 6
gstab 0.000500 sc? 0 1 ° o
DECOUPLER vs 872 pm—" i o o
dn th 2 ] o °
dm nnn ai cdc av 7
— B o
J— B P-) °
— ] L4 e
8 —
o
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< ] .
10
O] 11
]
HO P 12-]
13
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Fig. 94. Angusticornin A (5)snCOSY F] 3
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CSH233e_CDC13_500
1z/22/11

exp6l Ghmgc
SAMPLE
date Dec 23 2011
solvent cdc13
sample
ACQUISITION
o 8000.0
at 0.128
np 2048
fb not used
sS
d1 1.000
nt 16
2D ACQUISITION
swil 21367.5
ni 128
phase arrayed
TRANSMITTER
tn H1
sfrg 499.881
tof 999.7
tpwr 59
9.500
DECOUPLER
dn Cl
dof =2515.4
dm nny
dmm cc
dmf 32258
dpwr 35
pwxlvl 50
pwx 16.100
MQC
Jlxh 140.0
nulifig

OH O
OH

FLAGS
hs n
sspul Y
PFGflg
hsglvl 4672
PECIAL
temp
gain 32
spin not used
GRADIENTS
gzivil 4672
gtl 0.001000
gzivi3 2344
t3 0.001000

gstab 0.00
F2 PROCESSING
I 0.059

g9
gfs

not used
fn 4096
F1 PROCESSING
gf1 0.006
gfsl not used
procl 1p
048
DISPLAY
sp -8.7
wp 4480 .5
spl 37.0
wpl 20032.1
rfl 500.9
rfp 0
rfll 1256.7
rfpl o
PLOT

we 0
sc 0
we2 150.0
sc2 o
vs 328
th 1

ACQUISITION ARRAYS
array phase

arraydim

1 7|kﬂ LUl

11 ase
F -
: (ﬁpm}
1 —
2 : = -
. <
2] [
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= 5 b
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Fig. 95. Angusticornin A (5) s7HMQC ] 3%
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CSH233e_CDC13_500
12/22/11

exp62 Ghmbc
SAMPLE
date Dec 23 2011
solvent cdc13
sample
ACQUISITION

sw 8000.0
at 0.128
np 2048
fb not used
5S 32
dl 1.000

nt 32
2D ACQUISITION
swi 30165.8
ni 256
phase 0
PRESATURATION

satmode n

satdly 0
satfrg 499.8
satpwr -
TRANSMITTER
tn
sfro 499.881
tof 999.7
tpwr 59
pw 9.500
DECOUPLER
dn
dof 1255.4
dm nnn
dmf 32258
dpwr 35
pwx1v1 S0
pwx 16.100
Jixh 140.0
Jnxh 8.0

HO

OH O

OH

FLAGS
v ; TR L
szul n | | | |
L} y
hsglvl 4672
SPECIAL F2 .
temp 25.0 5]
gain 32 (ppm}
pin not used 1 d
GRADIENTS ] - R
gzlvil 4672 [ SRS D (R e i e
gt1 0.001000 . -
gz1vi3s 2344 21 el
t3 0.001000 —
gstab 0.000500 ]
F2 PROCESSING 4=
sb 0.064 . - . < <
sbs not used S
fn 2048 ] hd ° he h
F1 PROCESSING ]
sbl 0.008 ]
sbs1 not used 4—
procl P h
? 01 - ] - -— - l
DISPLAY z
sp -39.9 | = 2 &
wp 7476 .6 -
spl -58.6 b -
wpl 25747.1 — 7 - e -
rfl 500.9 61 hd
LN 1085.1 7 » .-
r ) — ] - - - <
rht H e ] - IR
PLOT — ] - . =
wC .0 7 -
sc 0 jp— B — = 4‘:9—‘—
wc2 150.0 ] - . < -
sc2 - o - . - -
vs 32702 & =
th 1
ai cdc av 1
qQ ] - -
g 4
P ]
10
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14 = = =
B B e B e e B o B Al B B L B R o AR R
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Fig. 96. Angusticornin A (5)smHMBC B ¥
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C:\Xcalibur\data\AMJD\CSH-233e
DIP-El-70ev

12/23/2011 2:33:01 PM

CSH-233e #166-168 RT: 3.41-3.45 AV: 3 NL: 1.08E6

T: + ¢ Full ms [50.00-650.00]
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Fig. 97. Angusticornin A (5) =nEI-MS ] 3%
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Fig. 98. Angusticornin A (5) cFTIR BB %




