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J. Org. Chem., Vol. 62, No. 21, 1997

Table 2. 13C NMR Data? :
CDCls (CD3)CO (CD3)250 CesDg CDsCN CDs0D D0
solvent signals 77.16 £0.06 29844 0.01 39524006 128.064+ 0.02 1.32 £0.02  49.004+0.01
206.26 £ 0.13 118.26 £ 0.02
acetic acid cCo 175.99 172.31 171.93 175.82 173.21 175.11 177.21
CH; 20.81 20.51 20.95 20.37 20.73 20.56 21.03
acetone Co 207.07 205.87 206.31 204.43 207.43 209.67 215.94
CH; 30.92 30.60 30.56 30.14 30.91 30.67 30.89
acetonitrile CIN 116.43 117.60 117.91 116.02 118.26 118.06 119.68
CH; 1.89 1.12 1.03 0.20 1.79 0.85 1.47
benzene CH 128.37 129.15 128.30 128.62 129.32 129.34
tert-butyl alcohol C 69.15 68.13 G6.88 G8.19 GB8.T4 G69.40 70.36
CH; 31.25 30.72 30.38 30.47 30.68 30.91 30.29
tert-butyl methyl ether OCH; 49.45 49.35 48.70 49.19 49.52 49.66 49.37
C 72.87 72.81 72.04 72.40 73.17 74.32 75.62
CCH; 26.99 27.24 26.79 27.09 27.28 27.22 26.60
BHT C(1) 151.55 152.51 151.47 152.05 152.42 152.85
Ci{2) 135.87 138.19 139.12 136.08 138.13 139.09
CH(3) 125.55 129.05 127.97 128.52 129.61 129.49
C{4) 128.27 126.03 124.85 125.83 126.38 126.11
CHsAr 21.20 21.31 20.97 21.40 21.23 21.38
CH;C 30.33 31.61 31.25 31.34 31.50 31.15
C 34.25 35.00 34.33 34.35 35.05 35.36
chloroform CH 77.36 79.19 79.16 77.79 79.17 79.44
cyclohexane CH; 26.94 27.51 26.33 27.23 27.63 27.96
1.2-dichloroethane CH: 43.50 45.25 45.02 43.59 45.54 45.11
dichloromethane CH; 53.52 54.95 54.84 53.46 55.32 54.78
diethyl ether CH; 15.20 15.78 15.12 15.46 15.63 15.46 14.77
CH; G65.91 66.12 62.05 65.94 66.32 GG.88 G6.42
diglyme CH; 59.01 58.77 57.98 58.66 58.90 59.06 58.67
CH: 70.51 71.03 69.54 70.87 70.99 71.33 70.05
CH; 71.90 72.63 71.25 72.35 72.63 72.92 71.63
1.2-dimethoxyethane CH; 59.08 58.45 58.01 58.68 58.89 59.06 58.67
CH: 71.84 72.47 17.07 72.21 72.47 72.72 71.49
dimethvlacetamide CHs; 21.53 21.51 21.29 21.16 21.76 21.32 21.09
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Organometallics, Vol. 29, No. 9, 201()

Table 2. "*C{'"H} NMR Data“

catbon  THF-dy CDyCl, CDCl, toluene-dy CgD; CDCl (CDy,CO  (CDy),SO CD,CN  TFE-dy, CD,OD  D,0
solvent signals 6721 s384 716 13748 12806  134.19 29.84 19.52 1.32 61.50  49.00
25.31 128.87 120.26  206.26 118.26  126.28
127.96 128.25
125.13 125.96
20.43
acetic acid Co 171.69 17585 17599 17530 17582  175.67 172.31 171.93 17321 177.96 17511 17721
CH, 2013 2091 2081 20.27 2037 20.40 20.51 2095 0,73 2091 2056 21.03
acetone Cco 204.19 20678 207.07  204.00 20443 204.83 05.87 206.31 207.43 3235 20967 21594
CH; 3007 3100 3092 30.03 30.14  30.12 30.60 30.56 091 21498 3067  30.89
acetonitrile CN 11679 11692 11643 11576 11602 11593 117.60 117.91 11826 118.95  118.06  119.68
CH, 0.45 2.03 1.89 0.03 020 0.63 112 1.03 1.79 1.00 0.85 147
benzene CH 128.84  128.68 12837 12857 12862  128.38 129.15 12830 12932 129.84  129.34
tert -butyl alcohol  (CHa):C 6750 69.11  69.15 68.12 68.19  68.19 68.13 66.88 65.74 7235 6940  70.36
(CHy,C 3057 3146 3125 30.49 3047 31.13 30.72 30.38 0.68 3107 3091 30.29
carbon dioxide CO, 125.69 12526 12499 12486 12476  126.08 125.81 124.21 12589 12692 12631
carbon disulfide CS, 193.37 19295 19283 19271 19269  192.49 193.58 192.63 193.60 19626  193.82 19725
carbon tetrachloride  CCly 9680  96.52 9634 96.57 96.44  96.38 96.65 95.44 96.68 9774 9721  96.73
chloroform CH 7924 7799 7736 77.89 7779 77.67 79.19 79.16 7917 78.83 7944
18-crown-6 CH, 7134 7047 7055 70.86 70.50  70.55 71.25 69.85 71,22 70.80 7147 70.14
cyclohexane CH, 2758 2738 2694 27.31 2723 26.99 27.51 26.33 2763 2834 2796
I,2-dichloroethane CH, 4464 4435 4350 43.40 43.59  43.60 45.25 45.02 45.54 4528 4511
dichloromethane CH, 5467 5424 5352 53.47 53.46 5354 54.95 54.84 5532 5446 5478
diethyl ether CH, 15.49 1544 1520 15.47 1546 15.35 15.78 15.12 15.63 15.33 1546 14.77
CH, 6614  66.11 6591 65.94 65.94  65.79 66.12 62.05 66.32  67.55 6688  66.42
diglyme CH; 5872 5895 5901 58.62 58.66  58.42 58.77 57.9% .90 5940 5906 58.67
CH, 7117 0.0 7051 70.92 70.87  70.56 71.03 69.54 099 7305 7133 70.05
CH, 7292 7225 7190 72.39 7235 72.07 72.63 71.25 7263 7133 7292 71.63
dimethylformamide CH 161.96 16257 16262  161.93 16213  162.01 162.79 162.29 163.31 16601  164.73  165.53
CH; 3565 3656 3650 35.22 3525 3545 36.15 35.73 .57 3776 3689 37.54
CH, 3090 3139 3145 30.64 3072 30.71 31.03 30.73 332 3096 3161 32.03
1 4-dioxane CH, 6765 6747  67.14 67.17 67.16  66.95 67.60 66.36 67.72  68.52 6811  67.19
DME CH, 5872 5902 59.08 58.63 58.68  58.31 58.45 58.03 8.8 59.52 5906  58.67
CH, 7258 7224 71584 72.25 7221 7181 72.47 7117 7247 7287 7272 71.49
ethane CH, 6.79 6.91 6.59 6.94 6.96 6.91 6.88 6.61 6.99 7.01 6.98
ethanol CH, 1890  18.69 1841 18.78 1872 18.55 18.89 18.51 18.80  18.11 1840 17.47
CH, 5760  58.57 5828 57.81 57.86  57.63 57.72 56.07 57.96  59.68 5826  58.05
ethyl acetate CH:CO 2045 2115 2104 20.46 20.56  20.50 20.83 20.68 2116 21.18 2088  21.15
co 17032 17124 17136 17002 17044 170.20 170.96 170.31 171.68 17555 17289 17526
CH, 6030 60.63 6049 60.08 60.21  60.06 60.56 59.74 60.98 6270 6150  62.32

AR

(™ www.nmrdata.com




®
ay
£
&%

m-Z28-cdcl3-081121

£€T070
Z1z0'o

L1080 ——

o BELTT—

26—

b065' 7 —

901L°¢
.g:.m/
88Ta°¢
3926
TR
9996

T6L6'€
9666 ¢

g50£°9
PSPE™Y

5993
09969
aTH69
§h96°9
F650°L
N,WO.FW.

T9L0°L
L030°L
L583'L
£06E°L
LSh¥°L
6EbP"L
£29%°L
999k°L
b202°3

GES8'6 —

;

«

]

w M
'™



0
4

L

T
3

Q91205

4
|

13C—cdcl3

|
]
o

|
&

£200°0- —

£90L°67 —2— .

19p1°9§ ———

T60L°9L
9020° LL W
gace"LL

£9L 30 —
pLE NI —

005" L3T ———wn
LIS BT~

A 19N A J¢
£89° 161 —

026°067 ————

Bl
p= )

20

0
=1

wwaw.nmrdata.com

tntﬁm



# A4 % 3 A

RPN €PN 8
77.7,80.3,114.2,114.7,115.9,118.1,122.7,123.8,124.9,124.9,125.3,144.4,144.5,144.8,
149,151.5,172.2,195.8

[ WS A - GRS S B (13C-NMR EE) - Windows Internet Explorer =10 ]
% = |&] http:fwwm nmrdata.com/Colleges. aspx = |‘__?| |z|
O oEmE mEE EEFY  OWEERW ITAD  #RH
T R e R R SR A (1 3 NMREE) | |
BCNMRETE | HSHEEEE | hSMERE ST | MM MBS

HMREE{L-SY 284 552248
ZEEERE

| »

p s

FMNEICIRFR N, $FRIRARIERIES ()5 Rila0.
M: 21.4,30.4,37.4,73.2,73.7,125.6,126.6,130.6,140.2,168.2

77.7,80.3,114.2,114.7,115.9,118.1,122.7,123.8,124.9,124.9 &
,125.3,144,4,144,5,7144,8,149,151.5,172.2,195.5

| -
CIEEEE O EMEE CFETE CBHEE O EHE

| | 28 = BE |U-5 =2

13C NMRAEE |

W

¢ www.nmrdata.com



2 S E TS B B 1 3C-NMR EE) - Windows Internek Explorer

=10l %]

% L4 IE, hikbpe e, nmrdata, comHighSchool/PreciseQuery  aspxirc=0, 58 j=%e5%85%a8%e0%83% a8

[+ ]lx]

| Iie ®EE HEFWY WERE IED

CMEE RS- R R R R (1 5CNRE) | |

D NMREEERE | {hSYEEEE | HETE g =

s e
wiww.nmrdata.com

[
HEEHHGH
MName: actaealactone

Formula: ©.;H,.0;

Magazine: Journal of Matural Products

Year: 2006

Volume: G9(3)

Page: 314-316

Title: Polyphenolic Constituents of Actaea racemosa

Author Paiboon Muntanakeorn, Bei Jiang, Linda S. Einbond, Hui Yang Fredi
Kronenberg, | Bernard Weinstein, and Edward J. Kennelly

Structure  "*C NMR  Structure & “C NMR  BHEERIE

<

L g s
W

www.nmrdata.com




G AEEELE — FaNEE B SR SR - Google Chrome

1 www .nmrdata.com/DataPar ticular aspcid=16225
actaeal actonefERE .
Solvent Position 13C NER

1 172, 2
2 123. 3

3 80,3

4 7. T
) 195, 8
6 144. 4
i 124.9
Z 115.9
3 144. 5
cD30D 4 151.5
5 114.2
& 1227
1’ 124, 9
z° 118.1
3 144, 8

4 149
5 114. 7
£’ 125.3
http:/fwww omrdata com/Imagelisplay. al‘ Internet

(Structure 544

/4
N’

(13C NMR¥3E)

L g s
W

(% wwaw.nmirdata.com




B SR E A R RNEEHE- SR - Google Chrome

— U wiwew nmrdata.com/TmageDisplay DataPariticular aspxvid=16225

actaeal actonefV S BRI TE .

Solvent Position 13C NER
1 172, 2
2 123. 8 I
3 80.3
4 7.7
5 195, 8
6 144, 4
1’ 124,49
2 115,49

Structure & 13C NMR i MENE



B 8 % 39 4

m})|@ http://www.nmrdata.com/Colleges.as 0 ~ & || B Bt SRTHEEGEL. ¥ | | 4o 5.¢ ied
x @&~

“CNMREERA | {EAEEEE | kAt EAEE | SEigi: B A

NMREE{& i h: 916981 -
EERtE: 2017/3/30 09:08:21

"l: A
FEAMHEIRIAERL . $IFARREERIES])TRAR:
N: 21.4,30.4,37.4,73.2,73.7,125.5,126.6,139.6,140.2,168.2
15.7,17.1,1%.9,20.1,28.9,42.9,59,59,74,83.6,84.8,100.9
,101.1,101.8,106.2,11%9.6,121.1,127,123.9,133,135.3,135
.9,139.7,140.6,140.7,147.7,148.8,165.7,163.8

ORFREA @EiliEe OFESA OBEEA OTERE

w5l (28 viEE 1 k=2 @HE 70 |[ro=508) ®Nat. Osym.

13C NMRiz &

- REE

¢ www.nmrdata.com



#  F 3 A

2 EE - e RS B (1 3C-NMR EE) - Windows Internet Explorer

=101 x|

% 2 |g, hittp s v mmrdata. camfHigh School [BlurGuery, aspx fre=1&percent=0. 58 j="%e5%85 %a3%e9%:83%a8

EEE

| ke sEE ZBon WEESRE THED R

BT - R R SR B SO MR ) | |

BCNMREZE | AHIE R | LR il

www.nmrdata.com

«

EBEGR: EERN-HLEY (EEERNEES)

1. kadsurindutin A

CogHl.0,, FEILE - 100%

Chemistry & Biodiversity 2007 Vol 4 866

Dibenzocyclooctane Lignans from the Stems of Kadsura induta and Their Antiviral
Effect on Hepatitis B Virus

Wenhui Ma, Xiaclin Ma, Hai Huang, Pei Zhou, and Dacfeng Chen

Structure  CNMR  Structure & *C NMR  IRiEEHIE

2. kadsurindutin B

C.-H., 0y,  1ELLE 86 2%

Chemistry & Biodiversity 2007 Vol 4 966

Dibenzocyclooctane Lignans from the Stems of Kadsura induta and Their Antiviral
Effect on Hepatitis B Virns

Wenhui Ma, Xiaclin Ma, Hai Huang, Pei Zhou, and Dacfeng Chen

Structure  “CNMR  Structure & “C NMR  #iSHEHIE

<

L g s
W

www.nmrdata.com




BUMEA— R EREG N HR Y

R1+R,=CH,

5 6 7

¢ WWW.nmIrdata, com



O RO - RS 5 BE(13C-NMREE) - Windows Internet Explorer

w v |g, Rkeps v nmrdata, com)Colleges, aspe j |i_T| |E|

| ZtHE ®EE TEY @R ITED  FBH
rEEE @ - R RS EIE AR 3C-NMREE) | |

BCNMREED | hSMEREE | LSWEES ST | Heiafi Mg =

MMREE{L SN &4 552248
E5EERE

i BENE

o www.nmrdata.com

B ECOIRFFRLN, SFRARSCERIES (| a RE.
M: 21.4,30.4,37.4,73.2,73.7,125.6,126.6,139.6,140.2,168.2

21.4,30.4,37.4,73.2,73.7,125.6,126.6,139.6,140.2,168.2 ;I

=
CHEREE O EHEE ¢ FETE C ZEATE O TEERE
R | 2% = BE |1 <=3 ﬁﬁﬁ?iﬁhﬂ AALE |50 %i>=50%)

13C NMRIEEE

AR

(™ www.nmrdata.com



{2 WS - I I W S B FE(1 3C-NMR BE) - Windows Internet Explorer =10l x|
6@ @ [&] hitp:jumn rmrdsts.com(Colleqes. aspx =] 42l x|
| ZiHE #EE FEW WERW TED B
T W SRR SR (1 5C-NVREE) | |

UCNMREEERD | hSHERED | HSWEEESED | SRR METE 0 —

HMREE{L S 2 %4 552248 -
E5EEREE

g MoAME

¢ wwaww.nmrdata.com
el NEIIRRFSLA, S RS A2 S IR,
M. 21.4,30.4,37.4,73.2,73.7,125.6,126.6,139.6,140.2,168.2

11.5,14.2,127.6,137.7,166.7 =]

[
CHEEER CSYEE CREDE f 2HEE O MNEmE

E |%‘$‘5 | == |1 <=2

13C NMRiz==

[ |

s A11.5,14.2,127.6,137.7,166.7, FLEES S IEBERE (Tio) ML ED

AR

< U wwwnmdata.com



PR R0E R

H&Ei-- 3 BB RS B EE(13C-NMREE) - Windows Internet Explorer

=L http: ffiwane, nmrdata.comfHighSchool/ AssemblyQuery, aspriro=1&rj="%5%85%a8 %e0%E5%at
L/

L R @Eﬁlﬁiﬁ--ﬁi’éﬁﬁ-ﬁﬁﬁ#ﬁﬁﬁ’éﬁﬁiﬁﬁ(13c-NM...| |

£ | htkp: v nmrdata, comyImagelisplay, aspxrid=1214

BCNMREZE | HAEREE | HFEiH

& - , i —T
B E =
www. nmidata.com

¢

THER: Rhltz-tahEEER EBERNHEES)

1. (#)-14-figloylgomisin K3

CEBH3€-O?

Helvetica Chimica Acta 2008 Vol. 91 1033

Four New Dibenzocyclooctadiene Lignans from Schisandra rubriflora

Hong-Mei Li. Yong-Ming Lua. Jian-¥in Pu. Xiac-Mian Li. Chun Lei, Rui-Rui Wang.
- Jong-Tang Zheng. Han-Dong Sun and Rong-Tao Li

s Struciure, o2 CNMR  BREHEHIE

2. fasumatrol T

CZTH34OB

Helvetica Chimica Acta 2007 Vol 90 1319

Tasumatrols P-T. Five New Taxoids from Taxus sumatrana

Ya-Ching Shen, Yun-Sheng Lin, Shaw-Man Hsu, Ashraf Taha Khalil, Shih-
ShengWang, Ching-Te Chien, Yao-Haur Kuo, and Chang-Hung Chou
Structure P CHNMR BHSERIE

3. rel-{2R,35.6R,7S.85 95, 13R,145.155)-(4E,11E)-8,14 15-Triacetoxy-3-
{benzoyloxy)-6.9-epoxy-9-hydroxy-7- (tigloyloxy)jatropha-4,11-diene
C,.H..0

28 48712

MeO
MeO
MeO wMe
R Me
R2
=&

R' = TigO, R?, R® = MeO

: Tig= g .
Me Me 7
|http:,l'll'www.nmrdata.cnmll'lmageDisplay.aspx?id=1214 |° Internet l_

R

(% wwaw.nmirdata.com



{2 WS A i - - R A WS IR BE( 1 3C-NMREE) - Windows Internet Explorer =101 x|
w w &) hitp:fjvww.nmrdata.comiColleges. aspx =l 4] %)
| e &E\E TEY EWRa TED BB

T ERRE @ SRR R B 3C-NMREE) | |

|»

FCNMREEELD | (2SR | ASWIEEESEID | LR REIE

MMREEHL S 234 552248 1
EL5EERE

g MR

[ wwa.nmidata.com
M NEI IR A SeFiE A RIE S A IR
M. 21.4,30.4,37.4,73.2,73.7,125.6,126.6,139.5,140.2,168.2

=

i
CHEEE O SHEE O FETE C 2HEE 6 TEmE

R | 2EF Z wE |1 ¢=2

13C NMRAEE

L g s
W

(% wwaw.nmirdata.com



AFHEE

o NFEHE: iﬁtj/ﬁibwAWMEﬁF FSAEEH

}E’ ﬁﬁ/l:{éé\ll /\7@ 3

¢ HAKECH M

¢ HAERNZ AL ED

¢ HA%/~COOCH,sOCOCH. L&Y
¢ IS EMEER ESMEEY

R

o www.nmrdata.com



AHAE TN

Didemniserinolipids A—C, Unprecedented
Serinolipids from the Tunicate Didemnum

sp.

Noemi Gonzalez, Jaime Rodriguez, and Carlos Jiménez*

Departamento de Quimica Fundamental e Industrial,
Facultade de Ciencias, Universidade da Coruina, Campus
da Zapateira, 15071 A Coruha, Spain

Received March 4, 1999

Marine tunicates belonging to the genus Didemnim
(Phylum Chordata, class Ascidiacea) have proven to be
a particularly rich source of structurally diverse and
biologically potent marine metabolites.! Most of these
metabolites are nitrogen-containing compounds derived
from amino acids, which can be classed into two major
categories: (1) cyclic and acyclic peptides (2) and aromatic
alkaloids. Some representative examples of the first
group are the cytotoxic cyclic heptapeptides, such as
mollamide? and cyclodidemnamide,.3 isolated from Di-
demmum molle, and the first sulfamic acid peptide
guanidine derivatives, minalemines D—F, isolated from
Didemnum rodriguesi* Some recent examples of aro-
matic alkaloids are the novel predator-deterrent didem-
nimides A—D® isolated from Didemnum conchyliatum,
and the -carbolines, didemnolines A—D.® Furthermore,
other metabolites with miscellaneous structures have
been found, including the HIV-1 protease inhibitor di-
demnaketals A and B,” and a number of enterocin
derivatives.®

J. Org. Chem. 1999, 64, 5705—5707 5705

:s;,,;:,f""};E/"\.o/\l/\OH
NHz
1, Ry=Ac, Ro=H
2. Ry=H Ry=Et
3, R1=RQ=H

graphed on a silica gel flash column and by normal-phase
HPLC followed by reversed-phase HPLC to give pheo-
phetin a and pheophetin a’, previously isolated from the
tunicate Trididemnun solidium.'® The CH;Cl; partition
(150 mg), which exhibited the most potent activity (ICsq
0.25 ug/mL against P388, A549, and HT29 tumor cell
lines), was chromatographed on a silica gel flash column
and by reversed-phase HPLC to give pure compounds
1-3.

The molecular formula of didemniserinolipid A (1),
C33H50NOs, was determined by positive HRFABMS of its
pseudomolecular [M + H]* ion at m/z 598.4326 (A 0.7
mmu) and indicated the presence of five degrees of
unsaturation in the molecule. Extensive NMR analysis
(*H NMR, '*C NMR, DEPT, 'H-'H COSY, and HMQC)
showed that 1 contained three quaternary carbons, six
methine carbons (two olefinic, three attached to oxygen,
and the last one linked to nitrogen), an indeterminable
number of methylene carbons (three of which are at-
tached to oxygen). and one methyl carbon. The presence
of an acetate group in the molecule was easily deduced
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Table 1. NMR Data for Didemniserinols (1-3) in Cl3CD
1 2 3
C no. 3¢ 'H 3C 'H B 'H
1 169.0 s 166.7 =
2 1214d 577d. 149 121.4d 5.80d. 15.2 5.85d. 153
3 150.5d 6.98 dt. 7.3: 14.9 149.1d 6.95 dt, 7.4: 15.2 6.89 dr, 7.2: 15.3
4 32.2t 21T m 320t 2.20¢c, 7.0 330t 217c, 7.2
5 27.91¢ 143 m 279+t 147 m 271t 1.50 m
& 2521t 127 m 253t 1.26 m 259t
T 351t 141/1.54dm 51t 1.43/1.54 m 364t 1.47/1.54 m
B 77.8d 391 m T7.8d 38T m 79.0d 3.95m
9 79.8d 4.15brs 8244 4.06 br s B3.58d 4.06 br s
10 68.4d 468 brs 66.2 d 4.61 br s 66.9 d 3.65brs
11 LY 1.69/2.06 m iTht 1.69/1.96 m 385t 1.63/2.04 m
12 308t 1.53 m/1.78 dt, 0.1« 1.53 m/L.79 dt, al4t 1.46 m/1.89 dt, 5.5: 12.9
5.6 12.6 5.4:13.1
109.4 s 109.5s 110.6 s
:III IIIIIjII IIIIIIIIIIII 22.51 IIIIIIIIII .1 a[}:l’l GEII-Irl IIIIIIIIII 23:‘}1 IIIIIIIIIII fI‘lIfllq BB.I'.]']. IIIIIIIII EELgIt IIIIIIIII E 1L3_1h6 m
15-25 250207t 1.21/1.36 m 25.0-2981 1.2—1.3 26.4—308t : 13-16m
: 26 250207t 1.19m 250-2981 1.2—1.3 26.4-308t I 1.3-16m
. 27 25.0-29.7t 1.50 m 250-2981¢t 1.60m 264-308t : 1.63m
Tan s ennnnnnnnnns FisGismunnnnnnnnn Japdymunsnnnannnnnns Flefjspansnnnnnnn Sepfuyppennnnsnnnnnnns A ppusnnnnnn = 356 m
29 G5.3t 4.23/4.30 m 65.2¢ 4.26M.34 m G6.2 t 4.17 dd, 6.2, 11.5/4.25 dd,
34,115
30 5l.2d 318Z2m 51.64d 38l m 52.3d 3.67Tm
31 GT.0t 364 m 66.8 ¢ 3.65m GB.6t 3.65/3.70m
OCOCH, 170.9s
OCOCHs 2l.3c 2.10s
OCH2CHs 60.1¢ 4.18¢, 7.1
OCHzCH, 143 ¢ L27t
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Table III. '3C NMR Data (5 in ppm, Multiplicity from

ATP= or DEPT? Spectrum, the Assignments Are Confirmed

by C/H-COS8Y Experiments, for 6 and 7 also by HMBC*

dJ. Org. Chem., Vol. 58, No. 9, 1993 2549
S

Spectra)
100-1 (3)4 100-2 (4)¢ 104-2 (6)¢ 124-1 (7)¢

C-1 196.9s 20268 19728 19708
C-2 8421t 54.7t 529t 528t
C-3 7268 76.2 8 T14s 7138
3-CH; 30.1q 29-30 q* 30.2q 300 q
C-4 448t 44.1t 376t 376t
C-4a 150.1s 8l1.6s 125.7 s 126.0s
C-5 1349d 146.4 d 160.7 s 160.1s
C-6 129.5d 117.3d 112.1d 112.0d
C-6a 13418 137.9s 133.9s 133.9s8
C-7 189.1s 189.7 s 188.0 s 18798
C-Ta 1159s 115.0s 114.7s 114.7s
C-8 1589s 158,25 157.1s 157.1s
C-9 137.18 1412 s 136.0s 135.78
C-10 134.4 d 134.1d 133.2d 133.4d
g-ll 119.5d 119.9d 118.3d 1183 d _

-l1a 13785 131.9s 13425 13418
C-12 183.4 8 183.4 8 180.8 5 180.8 5 * Obscured by solvent.
C-12a 136.2s 139.0s 138.0¢ 138.0 &¢
C-12b 13418 8168 137.1¢ 136.9 &F
C-2 71.8d 71.9d 70.5d 7024d
C-3 379t 408t 40.1t 3840 t*
C-¢ 79.7d "7.1d 71.7d 74.7d
C-p 76.7d 786d 77.0d 76.8d
C-¢' 77.24d 73.3d 76.1d 704d
6-CH; 188 ¢ 186 q 184 q 184 q
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2,3,4,6-Tetra-0O-benzyl-5-D-glucopyranosyl Fluoride (1b).
The mother liquor from 1a was subjected to flash chromatography
(276 g Si0y, 5 cm i.d. X 45 ¢m) with toluene as the base solvent.
Fractions of 100~125 mL were collected. After 200 mL of toluene,
the column was eluted with toluene/ethyl acetate /CH,Cl, (18:1:1).
Fractions 14-16 gave a syrup that was crystallized from me-
thyleyclohexane /hexane by cooling (=20 °C) overnight to give a
mixture containing la and 1b: 1.5 g (15%); mp 42-58 °C.
Fractions 12-13 gave a syrup that was crystallized from me-
thylcyclohexane /hexane by cooling (-20 °C) overnight to give 1b:
2.3 g (23%); mp 42-44 °C; [a]®p +35.2° [lit.2%5 mp 48-48.5 °C,
[2)?p +38° (¢ = 0.8); lit.2® mp 4244 °C, [«]®2; +31° (¢ = 1.03)];
TLC R, 0.63; IR 1455 (CHj), 1080 (CF), 690, 740 (CgHg) cm™; 'H
NMR n{ 5.26 (dd, J; § = 52.5 Hz, J, 2 = 6.3 Hz, H!), 3.55 (m, H?),
3.99 (t, H?), 3.70 (m, H¥), 3.94 (m, H?), 3.70 (m, H®), 4.45-4.99 (m,
four CH,), 7.15, 7.32 (m, four CgHj); C NMR $ 107.15 (CY), 79.47
(C?), 81.83 (C), 77.73 (CY), 75.13 (C), 68.63 (CS), 73.54, 73.62, 75.20,
75.83 (four CH,), 127.82-128.66 (four CgHs). Anal. Caled for
CaHasOgF (542.65): C, 75.26; H, 6.50; F, 3.50. Found: C, 75.27;
H, 6.61; F, 3.70.
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J. Org. Chem., Vol. 57, No. 6, 1992 1771

Dimethyl N-acetylaspartate (4): 'H NMR (CDCl;) 6.4 (1
H, brd, J = 8.0 Hz, NH), 4.84 (1 H, t, d, J = 4.5, 8.0 Hz, aH),
3.75/3.68 (2 x 3 H, 5, 2 COOCH,), 3.01 (1 H, dd, J = 4.5, 17.2

Hz, 8H), 2.84 (1 H, dd, J = 4.5, 17.2 Hz, 8H), 2.01 (3 H, s,
NCOCH,); '3C NMR (CDCly) 6 52.8-51.6 (2 q, COOCHj,), 48.6
(d, «C), 36.2 (t, 8C), 23.1 (q, NCOCH,), 171.6, 171.2, 169.8 (3 s,
2 COOCH;/NCOCHjy); HRCIMS (isobutane) m/z 218.1047, A 2.5
mmu for CoH,(NOs (M + H)*; LREIMS m/z (% relative inten-
sity) 144 (14.0), 129 (33.0), 112 (13.5), 102 (23.6), 70 (22.1).
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1. penicitrinone A

CosHa405 TR 92%

Journal of Matural Medicines 2006 G0 279-284
New citrinin derivatives isolated from Penicillinm citrinum
Daigo Wakana, Tomoo Hosoe, Takeshi itabashi, Kaoru Okada and Galba Maria de
Campos Takaki, et al.

structure 1PC MR Structure & 13C NMR BEERE

2. pennicitrinone A

CosHa405  FEILE 92%

The Journal of Antibiotics 2009 G2 2258-227

Pennicitrinone D, a new citrinin dimer from the halotolerant fungus Penicillinm
notatum B-52

Zhi-Hong ¥in, Wen-Liang Wang, Ya-Peng Zhang, Hua xie, Qian-Qun Gu and Wei-
Ming Zhu
Structure 130 MMR Structure & 130 NMR BHEERIE

3. pennicitrinone D
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5-Me 10. 8 9.7
4 —Me 11.5 10. 8
2" —Me 18.8 17.8
4-Me 18.9 18.1
3 —Me 19.1 18.5
3-Me 21 19.7
20. 2
4 35 34.7
3 44. 7 44. 4
3 82.3 82
2’ 88 87.6
8a 100. 1 99. 4
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4 116.5 116.7
4a 130. 8 130. 8
5 131.9 132
7 135.8 135.6
7a’ 137.9 137.8
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5 147. 4 147.6
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171.3
6 184. 4 183.3
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1. caryophyllene oxide
TR E100%
Chemical & Pharmaceutical Bulletin 2003 51(10) 1208-1210
A New Furanoid Diterpene from Caesalpinia pulcherrima
Consolacion Y. RAGASA, Jerome GANZON_ Joy HOFILENA, Benjie TAMBOONG,and John A. RIDEQUT
Structure  “CNMR  Structure & “C NMR  ERiZ4&HE
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1. humulene epoxide Il humulene epoxide IIFIBIE
CisHzeO  1H{LE 93.3%
Joumnal of Natural Products 1996 59 1084-1086 Solvent Position 13C
Sesquiterpenes from Baeckea frutescens NMR
Wing-Yan Tsui and Geoffrey D. Brown 1 402
Structure  “C NMR  Structure & °C NMR 81\ E] 2 1257
3 131.9
humulene epoxide [I's Structure 4 36.6
5 248
13 9 6 62
14 7 63.2
12 CDCI5 8 425
9 1221
10 1431
1 11 36.5
12 29
13 256
3 14 17.2
15 15 15.1
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Current Data Paremeters
HRME 1s-2-2
EXEWD 2
EROCKD 1

FI - Aoquisition Parametere
Date_ 20110613
Time 17,25
IHETRIM i)

ERDEED
EOLEROG

]
35211.270 Hz

FI 0.537281 Hz
e} 0.9308EL2 mec
RG 16384

| 14.200 usec
DE E.00 usec
T8 00.0 K
m 1.00000000 sec
dil 0.03000000 sec

!!E I::I usEC
0 48
"E.E:l 43

400.1316080 MHz

FI - Processing parameters
I BREIE

£F 100.6127704 MHz
WOW o

E5E o

3 1.00 Hz
2] o

BC 1.00

10 BMR plot parameters

L ¥ 20.00 cm
[ 4 0.00 cm
Flp 200.000 ppm
F1 2012355 Hz
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F2 0.00 Hz
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< U wwwnmdata.com



»
JRERIBOREE , Rt R
|
p— 150 T~ w o~ 13 R

Current Data Parameters

e ls-2-2
EXPNO 2
FROCNO 1
F2 - Acquisition Parameters
Date_ 20110613
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[y 0
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n 2.00000000 sec
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Fl 12.30 usec
L1 -6.00 dB8
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0.00 dB8
20.00 4B

400.1316080 MEz

F2 - Processing parameters

§1 65536
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WON N

SSB 0

La 1.00 Hz

ca 0

EC 1.00
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X 20.00 cn
cY 0.00 cm
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1. M-acetyl-nornuciferiniZ)

CopHzqNOs  tBILE: 85 7%

Planta Medica 1992 a8 184-187

Znr NME- Spelctroskopie von N- Acylaporphin- Allzaloiden aus Tinospora crispa
MME-Assignments of N-Acylaporphine Alkaloids from Tinospora crispa
Structure  13C WMR Structure & 13C NMR BRIEHERIE

2 . N-acetyl-nornuciferin{B)

CopHzqNOs  tBLLE: 85 7%

Flanta Medica 1992 a8 184-187

N-acetyl nornuciferin(Z) BEEHERFNTRTE -

Solvent Position 13C NER
o-1 145, 8
o2 152
o3 111.2

Znr NME- Spelctroskopie von N- Acylaporphin- Allzaloiden aus Tinospora crispa
MMR-Assignments of N-Acylaporphine Alkaloids fram Tinospara crispa

structure 10 NMR O Structure & 130 NMR BRIEERE

AFALER, FFEALS IR LRk
LT ALY

P 100%AHL, SRR Bl E 4
BN A

N-acety] nornuci ferin (E) AViS T EFIRRTE .

H,CO

.. 13C
Solvent Position NER
c-1 145, 6
C-2 152, 3
Tl 1115
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AT 44 BR ‘ AN
1 | Angewandte Chemie International Edition | fEEMN A% (EFRR) 12.102
2 | Journal of the American Chemical Society | EE#¥4%E 14.357
3 | Chemical Communications 12238 6.290
4 | Chemistry — A European Journal & BRN A& 5.160
5 | Organic Letters LR 6.492
6 | Journal of Medicinal Chemistry E#ERE 6.253
7 | Scientific Reports BlFERE 4.122
8 | Journal of Chromatography A it E A 3.716
9 | Chemistry — An Asian Journal fh2f: Wil 2s & 3.692
10 | The Journal of Organic Chemistry AR E 4.805
11 | British Journal of Pharmacology o [E Z 1 2 gk 7 5.259
12 | Antiviral Research PUIA B 7T 4.909
13 | Pharmaceutical Research SRl 3.26
14 | ChemBioChem ast/L i 3.944
15 | Marine Drugs HEZ) 4.379
16 | Chemical Research in Toxicology 5 W) S AL 2R A 3.779
17 | Analytical and Bioanalytical Chemistry AT AR o BT Ak 2 3.778
18 | Organic & Biomolecular Chemistry AN A 3.696
19 | Toxicology Gl 3.681
€ | Eand Chamictirys A [ 2L A OAR




21 | FEBS Letters WM A 22 s G o Pl | 3.169
22 | Marine Biotechnology WPEAEY) TR 3.269
23 | Applied Microbiology and Biotechnology N A 7 5 AR 3.337
24 | Phytochemistry TE 3.186
25 | European Journal of Medicinal Chemistry Wi = 254 27 g 3.902
26 | European Journal of Organic Chemistry KRB A AR & 2.882
27 | Cancer Science R 3.523
28 | Chemistry Central Journal =% 0 BA T 2.552
29 | Phytomedicine EYR 2.937
30 | Journal of Natural Products RIRT“ )24 & 3.885
31 | Journal of Pharmaceutical Sciences 2Ly S SO 2.590
32 | Tetrahedron JNTTREN 2.377
33 | Journal of Ethnopharmacology R R & 3.115
34 | Food and Chemical Toxicology i Y 2.895
35 | Plant Science A} 3.607
36 | Archives of Biochemistry and Biophysics LA 5 A B A S T 3.017
37 | Bioorganic & Medicinal Chemistry EENA TS E 2.923
38 | Chemico-Biological Interactions e A=A 5 AE R 2.577
39 | Steroids RN 2.513
40 | Plos One (Public Library of Science, ONE) 2.766
40 | Journal of Agricultural and Food Chemistry Lol 5 & bR 2.912
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43 | Research in Microbiology (=T 2.705 h
44 Jourg?(')fe{m‘;ggiya' Microbiology & T S E AR E | 2.439
45 | Journal of Separation Science oy B 2.737
46 | Tetrahedron Letters Y T A PR 2.347
47 | Journal of Chemical Ecology T Assp e & 2.747
48 | Phytochemical Analysis YA B 57 2.341
49 | New Journal of Chemistry oI =2 I 3.277
50 | International Journal of Molecular Sciences A R 2 N 2.862
51 | Bioorganic & Medicinal Chemistry Letters EVENA T S R 20 Rk 2.486
52 | Journal of Integrative Plant Biology A E AR ) Al (RSO 3.670
53 | Microbial Biotechnology WA R 3.081
54 | Life Sciences Akl 2.702
55 | European Journal of Pharmacology R 24 2 2k 7 2.532
56 | Toxicon BH xR 2.492
57 | Blochemical and Biophysical Research AL R B SRR | 2.207
58 | Industrial Crops and Products Tk JEARMEYD S il i 2.837
59 | Journal of Functional Foods DiRetE & i & 3.574
60 | Journal of Biomedicine and Biotechnology TS EMTRIRE 3.169
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61 | Journal of Applied Phycology Jo; FH R 24 2 & 2.411 |
62 | Molecules S 3.098
63 | Chirality FiH 2.350
64 | Australian Journal of Chemistry BRF A 22 5 6 1.427
65 | Journal of Applied Microbiology A 2 4k 3 2.337
66 | Carbohydrate Research Ik KA E DI T 2.332
67 | Microbiological Research WA R 2.308
68 | Chemical Biology & Drug Design Wz 2yt 2.282
69 | Naturwissenschaften H SRR 7 1A 1] 2.278
70 | Plant Cell Reports TE A4 M A 2.274
71 | Pest Management Science R PIE R 2.251
72 | BMC Complementary and Alternative Medicine | BMC*h 78 5 & 1= 2~ 2.241
73 | Journal of Pharmacy and Pharmacology Zi 52 s e & 2.175
74 | Planta Medica 25 FHFE Y 2.494
75 | Parasitology Research AR AT AT 2.149
76 | Lipids N 2.129
77 | Spectrochimica Acta Part A TEIE A ARA 2.098
78 | Antonie van Leeuwenhoek PR N A FRE | 2.091
79 | Phytotherapy Research LELIPRRER Tivnh 2.086
80 | International Biodeterioration & Biodegradation | [ Fr /47 J& WA A= 4 B fifk 2.074
MR PR T
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4l 81 | FEMS Microbiology Letters FRN T M 2 e B S A 22 i | 2.044 |
82 | Applied Biochemistry and Biotechnology N AV S S AR 1.943
83 | Fitoterapia T2 2.408
84 | Chemistry & Biodiversity s 5952 Fetk 1.444
85 | Journal of the American Oil Chemists' Society | 5% [E V25 1b 52 5 2 2 H 1) 1.773
86 | Inflammopharmacology RAE 595 1.747
87 | Forest Pathology R L 2 1.740
88 | Archiv der Pharmazie fill 24 SR 2.043
89 | Journal of the Iranian Chemical Society R s kAR 1.3
90 | Biotechnology Letters HEDFAR PR 1.683
91 | Mycological Progress )7 33t R 1.663
92 | Journal of Food Science Bk 1.658
93 | Biological and Pharmaceutical Bulletin )7 527 iEdRk 1.657
94 | The Journal of Antibiotics PIE RS 2.173
95 | Journal of Biosciences R AR & 1.648
96 | Journal of Molecular Structure Tait A& 1.634
97 | Letters in Applied Microbiology . FH A= 2 R 1.622
98 | Archives of Pharmacal Research 29WNHI 5T SCRR 2.49
99 | Chemical & Pharmaceutical Bulletin e 52k 1.228
100 | Chemistry Letters PR 1.55
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101 | European Food Research and Technology RO ST SN 1.566
102 | Mycological Progress B ) o7 33t e 1.554
103 | Monatshefte fir Chemie e H 1.131
104 | Do ooy crobiology and A2 5 A A 2 1532
105 | Records of Natural Products RIRFDic % 0.765
106 | Helvetica Chimica Acta i Al A A 1.087
107 | Magnetic Resonance in Chemistry 57 H 3 AR 1.437
108 | Bulletin of the Chemical Society of Japan H Ak 2 2l 1.436
109 | Journal of the Science of Food and Agriculture | &4 5 4R E A% & 1.436
110 | Journal of the Brazilian Chemical Society i o & 1.096
111 | Flavour and Fragrance Journal TR S ER AR E 1.424
112 | Journal of Oleo Science MR & 1.417
113 | European Journal of Plant Pathology WM REL A o B 2 2 3 1.413
114 | Journal of Natural Medicines 2 grid 1.67
115 | Arabian Journal of Chemistry Buf AR Ak 7k 3.613
116 | Journal of Applied Entomology I B 3R 1.311
117 | Biotechnology and Bioprocess Engineering W AR N AR M AL TR 1.278
118 | Bioscience, Biotechnology, and Biochemistry | Z=¥1Rl 4. WA 54 1.276
119 | Medicinal Chemistry Research Sk LR T 1.271
120 | Journal of Basic Microbiology SR Ak & 1.266
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i 121 | Canadian Journal of Chemistry MERA R E 1.003
122 | Natural Product Communications RO 0.884
123 | Phytochemistry Letters =R 1.575
124 | Journal of Heterocyclic Chemistry 7SN A =S N 1.220
125 | Mycoscience HARRH Pk 1.212
126 | Bioorganic Chemistry EVE A 1.211
127 | Cytotechnology M T A% 1.207
128 | Chromatographia ik 1.195
129 | Journal of Chemical Sciences e Rl R & 1.177
130 | Chemical Papers L R=3709E 1.326
131 | The Journal of Microbiology WY & 1.095
132 | Chemistry of Natural Compounds RIRT A5 0.473
133 | Science China Chemistry R A5 (R SR 2.429
134 | Natural Product Research RIRF=NHIE 52 1.057
135 | Die Pharmazie ) 1.264
136 | Central European Journal of Biology HR R AE )R 1.000
137 | Heterocycles IR 1.107
138 | Chinese Chemical Letters [ b A PR 1.947
139 | Journal of Wood Science VNS REP n 0.958
140 | Journal of Asian Natural Products Research MR IR =0t 5t 1.009
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@l 141 | Turkish Journal of Chemistry +H H A2 & 1.098
142 | Chinese Journal of Analytical Chemistry PRI 0.941
143 | Fisheries Science IKFER} 7 0.937
144 | Biochemical Systematics and Ecology KT HESY 0.988
145 | Bulletin of the Korean Chemical Society 51 [E b o=l 0.793
146 | Journal of the Serbian Chemical Society FEORGENA = 76 0.970
147 | Pharmaceutical Biology 2 A7 0.878
148 | Zeitschrift fir Naturforschung B HAWF iR & B 0.686
149 | African Journal of Pharmacy and Pharmacology M2 5 2 3 1) 0.839
150 | Letters in Organic Chemistry AR 0.756
151 | Tropical Journal of Pharmaceutical Research o 2 AR 0.820
152 | Zeitschrift fir Naturforschung C HABF iR E C 0.709
153 | Quimica Nova i 0.617
154 | Chinese Journal of Chemistry HHE AL (BESChRO 0.755
155 | Journal of Food Safety B eaE 0.720
156 | Annals of Microbiology WA 72l 0.689
157 | Journal of the Chinese Chemical Society HEf = E 0.678
158 | Indian Journal of Chemistry Section B EE AL R 0.648
159 | Russian Journal of Organic Chemistry RS K A= 0.648
160 | Russian Journal of Bioorganic Chemistry B2 W A NG 4 & 0.636
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162 | Journal of Chemical Research B R=2 I S 0.633
163 | Chemical Journal of Chinese Universities e S SRR AL 2R 0.791
164 | Chinese Journal of Organic Chemistry AT 1.309
165 | Journal of Chemical Crystallography g R & 0.503
166 | Acta Chimica Sinica sk 1.843
167 | Acta Crystallographica Section C Ak C 0.326
168 | Chinese Journal of Oceanology and Limnology Fh ] VAR RV A 0.657
169 | Food Science and Biotechnology amBtES e mEEAR | 0.653
170 | Yakugaku Zasshi H A2y 7R 0.161
171 | Chemical Research in Chinese Universities = E AL T 1.086
172 | Russian Chemical Bulletin R ik iE ik 0.579
173 | Pharmaceutical Chemistry Journal R & 0.452
174 Jour(nz?lle?rll‘itsktlreyKorean Society for Applied Biological sk 5] 7 2 A4, 2 Z 0.690
175 | Brazilian Journal of Pharmaceutical Sciences 22 & 0.264
176 | Asian Journal of Chemistry Pk 7
177 | Heterocyclic Communications IR 0.593
178 | Chinese Journal of Natural Medicines o [ R IR 25 1.382
179 | Natural Products and Bioprospecting N KRR =W

TN -

LF\ www.nimraata.corm



ArHe 43 1. Bl i 2dE 70

TEER: HS3 - tE EEER{R{ESS)

1. stagonolide E

CqigH1402  FEEE90%

Journal of Natural Products 2008 71(1) 31-34

Stagonolides B-F, Nonenolides Produced by Stagonospora cirsii, a Potential Mycoherbicide of Cirsinm arvense
Antonio Evidente, Alessio Cimmino, Alexander Berestetskiy, Galina Mitina, Anna Andolfi, and Andrea Motia

Structure  13C NMR  Structure & 3C NMR  $0E5t7  ERFthE
2 . Stagonolide E
TRILIE:90%
Archives of Pharmacal Research 201 Vol 34 No 5 709-714
Modiolide and Pyrone Derivatives from the Sea Fan-derived Fungus Curvularia sp. PSU-F22

Konagkiat Trisuwan, Vatcharin Rukachaisirikul, Souwalak Phongpaichit, Sita Preedanon, and Jariva Sakayaroj
Structure  13C NMR  Structure & °C NMR  $i@554F  EATUHhiE
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5 125.6 125.6 OK
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10 504 304 OK
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C-2 78.1
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