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6. Insaad19veq 8a,11-Dihydroxypachydictyol A
8¢1,11-Dihydroxypachydictyol A uaasmsuyuszymas Iwalsd o], +11°
(c3.06x 10° M, CH,CL); UV (¢ 3.40x10" M, CH,CL) A __ = 228 nm (£6756); IR (CH,CL):
v__ = 3478, 3352, 3044, 2960, 1639, 1450, 1410, 1385 cm'; HR ESIMS 14 m/z 343.2247
[M+Na]' (Caled C,H,,0,Na; 343.2249) 14gns Tuana C, 1, 0, S hidudaviiu 5

aalnmdy °C NMR (7 4-50) uﬁﬂa%m'auﬁ’momumﬁaﬁm 20 @0 910
maiin DEPT 90 18z 135 (0 4-50) s linswwilan1iuey fie Methyl Carbon 4 dayayios
Methylene Carbon 5 ﬁ'mvfg'lm Methine Carbon 7 € YW 1A Quaternary Carbon 4 5@@13&
wennafianlnafy “C NMR Suanadanaiyed sp’ Carbon 6 Fayqy1o! 3 Wused 1 6 124.4
(C-3), 141.1 (C-4), 147.6 (C-10), 124.1 (C-14), 132.0 (C-15) dz 111.1 (C-18) mnam 1w 1
%;ué‘huaﬁ‘im'mﬁuﬁ:ﬂ waaah Tasead i Bicyclic Diterpene

Sounana i HMQC (mndl 4-51) linswudumisves Tsnenusaz dayg
YBIMITUBUIALA (A 2A15197 4-0) "H-NMR (1} 4-49) 11619 Methyl Singlet 4 dayates i
5 1.68 (11-16), 178 (H-17), 1.45 (H-19) 1102 1.60 (H-20) Exo-Methylene 71 4.85 (H'-18) uas
4.92 (H’-18) Geminal Methylene Proton i & 2.46 (1-9) Uz 2.97 (H'-9) Olefinic Proton 2
dyanon 71 6 5.34 (H-3) uag 5.12 (H-14) uasidanne sp’ Methine Carbon 2 dayay1oi uag
Quaternary Carbon 1 ayey104 A1 Chemical Shift 4 7 72.1, 4.27 (CH-6), 67.8, 4.35 (CH-8)
way 77.2 (C-11) awddu inannilugAdiinasau As Hydroxy Aoeg

msdmasianady 'H-H COSY (mwfi 4-53) TRamudusiug 2 dav fie daudl
¥ile (112 uaa iy H-1, H-5 ugasn H-1 uay H-6, H-7 49Ny H-6 1ay H-8, H-8 Laadnis
H-7 ting HY>-9) uazdaudides (13 udasii H-14 uag H-12) dauaasnamdusiug lunim

i 4-45

'H-"H COSY Corelation

AN 445 waraeanuduRus Ias 'H-'"H COSY %84 8a,11-Dihydroxypachydictyol A
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9indaya HMBC (01wl 4-52) Wi H-17 iomsnamiduiusoy -3, C-4 une C-5,
H-3 @@l C-2, C-1, C-5 4aA¥31 Methyl (CH,-17) #0881l sp’ Quaternary Carbon (C-4) e
ihugiuszues ¢-3 figeagiu c-2 Mon9Af H-6 Lamefy C-4 ilofivnsantl H-3 wirdudag
1 C-5 de S9Buduldh -5 dofu c-4 fnfu Bicyclic Diterpene ftaua13newuusn 2ausn
st umdey uazasiineuiiutadamisunnaiudintug HMBC afusufidume -1
aonY C-9 TAgHY sp2 Quaternary Carbon (C-10) ‘ﬁﬁiﬂﬁ'ﬁﬁy: Exo-Methylene (CH,-18) 911
ANuduRLSAe H-1, H'-9, H-0 uay H-8 uanefy C-10 iofsan H-18 uag H-18 Wy h
wansiy C-1 uag c-9 Nndoyadenailiinssaddoniifhiosiuindouseduiuda
WABUT C-1 1oz C-5 nasnu g fini Gesueusumeit 7) defuduiiass (m3veu
fuminleii 12) Taorng Quaternary Carbon (C-11) ﬁﬁﬁgnamuﬁﬁawagaﬂu Methyl (CH,-19)
iazvy Hydroxy InANNERUFAD H-19, H-7, H-6, H-8 1Az H-12 uaasiu C-11 o
W3 ilﬂﬁ sp2 Methine Carbon (CH-14) Wﬁ’iifjﬁuﬁzﬁﬂ sp2 Quaternary Carbon (C-15) ﬁﬁﬁ?g'
wnudt 2 ngjidh Methyl (CH 16, CH,-20) maamwdntus fle H-16 46z 120 1ARSHY C-14

ar w w o 4
Hag C-15 AUAAIANUTUNUT IUN N 4-46

/"X HMBC Corelation

AN 4-46 LAAIATINEUWUS Ino HMBC 909 8,1 1-Dihydroxypachydictyol A

9101593197 18WU315 Chiral carbon 6 fuMiia A # C-1, C-5, C-6, C-7,
C-8 Lag C-11 TifBaUDN Stercochemistry F9Wadi 140 InIMATIA NOESY (Wi 4-54) Wy H-
5 UEAIATIUFURUEY H-8 i dau B7 Suanammesy -6 uas H-1 uenoinfigeld
mMATiA NOE Difference iVotufuanyduiuiaana Tao Iradiated H-8 (115 4-55) Tina
THd a0 H-5 (3.8%) 1oz H-19 (2.3%) qai’?u {10 Irradiated H-7 (N 4-56) 1% H-1
(1.7%) taz H-6 (2.7%) ﬁﬁagaﬁm%{u mm’:’aga17';”lﬁ'%'a"lﬁmmﬁ'nﬁuﬁ%ﬂﬂ'mauﬁaaﬂ;ﬂ fio

H-5/ H-8 ung -6/ H-7/ H-1 o luiisineassd iy du Stereochemistry 1 C-11 Tiamnso
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111411199910 Tradiate H-19 (MW 4-57) 119 H-6 (0.6%), H-7 (1.7%) 110z H-8 (0.9%)
2 3 b4 1)
Foyanmga¥i #0171 Stercochemistry vod Inssafreiiauiiu lilldaosuy Aaaaslunimi

4-47

WA 4-47 1HAS Stereochemistry 1AFIAT191LY T e IT U89 8,11-Dihydroxypachydictyol A

udioniSoudiousy 84, 1-Dihydroxypachydictyol A (Tn39ad19 I AT 4-48) &
R 1N EME 98 Glossophora kunthii (De Nys etal., 1993) 39'1¢ Relative
Stereochemistry ¥941As3a3190uY I Falnseadrateaotuana19fun Chiral Carbon MY
fi C-8 uansIniluasauaziiafe uANMIAUR Stereochemistry sufusaldens iy

8¢ar,11-Dihydroxypachydictyol A fanaalunIwh 4-48

I 1

NINN 4-48 LEAAS Stereochemistry Tassaianuy 1 (8a,11-Dihydroxypachydictyol A) it

Thsaarsne 1 (8 S,11-Dihydroxypachydictyol A)
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as1afi 4-9 Joyannmsimneimilniuves “c, 'H NMR, COSY, HMBC ias NOESY

U404 8,1 1-Dihydroxypachydictyol A

No. &, (ppm) 3, (ppm, /= Hz) COSY HMBC NOESY
1 CH 46.9 2.64 q (=9) H-2, H-5 C-10, C-5 1T
2 CH, 343 2.36 m H-1 - H-3, 218
3 CH 1244 5375 . C-1, 42, C-5, H-17, H-2
4 C 141.1 - . . N
5 CH 58.9 242 m W1, 116 - H-8
6 CH 72.1 427 dd (/=17.4, 2.5) H-T,11-5 C-4,C-5,C-7,C-8,C-11 H-7
7 CcH 528 1.78 dd (J=7.4,2.5) -6, 11-8 C-3,C-6, C-8, C-11 H-6,H-1
8 CH 67.8 4.35 1d (/=7.4,2.6) H-7,H-9,H9  C-6,C-7,C-9, C-10,C-11 H-5, 19
9 CH, 469" 'H' 2.48 dd (/=14.6,7.5) H™-9, H-8 C-1,C-7, C-8, C-10,C-18 H'-9, H-18
H'2.98 d (=14.1) H-¢, H-§ C-1,0-7,C-8,C-10,C-18  H-9,H-8, H-18
10 sl 147.6 - \ - -
1 C 772 - - - -
12 CH, 414 1.80 m H'-13, H-13 C-14,C-13,Cl -
13 CH, 231 H'19%brm H-13, B-12, H-14 C-15,C-14 -
H2.10 brm H'-13, H-12, H-14 C-15, C-14
14 CH | 1241 502t(="7.1) H-13, H-13 C-20, C-16 H-16
15 C 132.0 - . - -
16 CH, 5.7 1.70 5 - C-20, C-15, C-14 H-14
17 CH, 15.0 1.80 s - C-3,C-5,C-4 H-3
1% CH, 1111 H487s - C-9, C-1 H-2
2 1 z
493 s - C-9, C-1 H“-9, H’-9
19 CH, 215 147 s - C-12, C-11,C-7 -
20 CH 177 1.62 s - C-15, C-14, C-16 -
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7. Tassadraves 4 o-Hydroxycrenulide

namsSmszaningiu °C NMR (M 4-62) uﬁm%"mmﬁ'ﬂmmﬁwm 20
oo 910mala DEPT 90 tag DEPT 135 (i 4-62) Tl siaafueusas
wﬂluﬁpm Ao Methyl 4 ﬁﬂgﬁlu‘iﬂ! Methylene 5 it Tyl Methine 7 a YT AT Quaternary 4
e Inanasu "CNMR U5 Fyanoudhu sp” Carbon Aot 5 128.1 (C-1), 168.5 (C-2),
123.7 (C-13) une 132.3 (C-14) uansdnuamzvasasuoufidluiuseg 2 Wusz uasdn 1 use
1 6 174.8 (C-19) 1511y Carbonyl

anlnadu HMQC (n i 4-63) thldnsudumisves Tsaeundazdyanaes
miuounAnzE) (Fauanslumsei 4-10) "HNMR (0107 4-61) 18619 Methyl Singlet 2
dayay1es Methyl Triplet 2 Sy WeRnrsandaanaii 6434, 69.9 (CH-4) tnz 471, 4.97,

125

72.4 (CH-18) 1Ifi1 Chemical Shift &4 BunnnaniivgAsdianasou Ao Hydroxy i C-4 1oz
v3] Ester Lactone i C-18 nminnauduiuives s Taoldeyasn 'H-'H cosy
(T 4-65) 18R TTUFURUE 2 daufte daufinils (H-5 uaasiy H-4 uaz -6, H-6 uaasfiu
3H-20, H-5 ag H-7, H-8 udasnll H-9 uaz H-7, H-9 uaainy H-7 oz H-8) mﬂil”mgaﬁ'ﬁawn
ﬁauﬁwﬁqﬁﬁ'ﬂymmdurﬂmaﬁmmﬁiﬂnﬁm{uauﬁumﬂaﬁ 7,8 1839 e dunaD (H-10

uaAsfl H-3, H-17 tag H-11, H-12 uaa9nd H-11 1ag H-13) aautaad luning 4-58

16

1 11 13

w1111 COSY Corelation

AW 4-58 warmannuduus las 'H-'H COSY 984 4a-Dydroxycrenulide

¥ ] [ ]
nniuseuds lnseaddeanufuRutues HMBC (MW 4-64) Wosanauf
#99 (NAWHUL C-13) WU C-13 Aoy sz Quaternary Carbon C-14 ﬁﬁﬁy: Methyl ’d’ﬂ{iﬁyzﬁiﬂ
t @w o o [ 1 o té a o [
28 TINANMWTUNWUD 719 H-15 U H-16 ueaan C-13 uag C-14 diuinile (Adumia C-4)

y w1 4 { o ' o w  d o [y U
AefudIuNdes (MAns C-3) MInANUAURLTAD H-3 naasiy C-4 1indoyading1d
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HAAY C-3 1BOURD C-4 WonNING H-3 Sauaaianudaniuiay sp’ Carbon C-2 1142 C-1 e
fivrsand B9 was H8 wudhuaasiu c-1 sndoyadsnariiaasd: -3 uag €9 iSoudery
Tagrint C(1)=C(2) ilefinsanii H-18 wuwaasanuduiusiu c-2, C-1 uaz C-19 910
Soyadiuiise1duhmdonves Lactone Wondofuralamaon® c-1 uaz c2 Faudas

w ar P
ﬂ'J’Illﬁuwuﬁcluﬂ—]WW 4-59

' HMBC Corelation

WA 4-59 LaRsnUFURLE Tae HMBC v84 4 o-Hydroxycrenulide

Sh.

k4 I
wenandl lassar 319 1Anu il Chiral Carbon 6 #3313i¢ HdnunUe €3, C-4, C-6,

€7, C-9 1Az ¢-10 91T Stereochemistry 1nt14imndin NOE difference w1 diowiinis
Trradiate i H-4 (N 4-66) inasialid H-3 (1.7%), T1-10 (2.3%) 1oz 3H-20 (5.5%) Idynw
qq%?u liradiate 7| H-7 (7191 4-67) Tyl 1:3 (0.79%), He4 (0.9%) ung H-9 (2.5%) &
ﬁ'fuuig'amqaﬁu oz Trradiate 91 3H-20 (MR 4-68) A 19 H-3 (0.9%), H-4 (1.1%) uaz H-10
(1.3%) ﬁﬁ'ﬁgﬂpmqq%u nnATANRUEAINT 1IN H-3, H-4, H-7, H-9, H-10 4ng 3H-20
aglufirmadeniy deuSoufousu Tnseadefinolis o0 (Midland, Wing, Konig, &

Sims, 1983) 3914 Relative Stereochemistry aauaaa Tumnd 4-60

M 4-60 uanalnseasanil Stereochemistry 999 4 @-Hydroxycrenulide
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A13197 4-10 Feyavimsaasedalnasuuss “C, 'H NMR, COSY, HMBC

U949 4 a-Hydroxycrenulide

No O, (ppm} O, (ppm, =Hz) COSsY HMBC
i c 1281 - - -
2 c 1688 - - -
3 CH 488  3.10brd(J=8.3) H-10 C-17, C-10, C-11, C-4, C-1,C-2
4 CH 699  434brs H5,H-5 .
5 CH, 486 1.73m 145, H-6,H-4 C-6,C-3,C4
1.88 m H'-5, H-4 C-6
6 CH 284  124m 15, H-7, H-20 -
7 CH 101\ 145m H-6, H-8, H-9 -
8 CH, 82 0.35q(&53) H-20, B-7, H-9 C+7,C-9,C-6,C-1
9 CH 261  09m H-8,H-7 C-1,C-20
10 cH 27 t72m H-11 C-13,C-14, C-17
11 CH, 357 Ll10m H-11, H-12, B-12, H-10 C-10,C-12, C-13
1.34m H'-11, H'-12, 1¥-12, H-10 -
12 CH, 255 \1.95m H-11, H-11, H-12 C-11,C-13,C-14
2.07m -1, i,z C-11, C13,C14
13 CH 1237 5.06t(F71) H-12, H-12.H-15. H-16 C-15,C-16
14 c 1323 - . .
15 CH, 177 1.59s - C-16, C-13,C-14
16 CH, 257  1.68s - C-15,C-13,C-14
17 cH, 174 1.02t(~11) B-10 C-12,C-10, C-11
18 CH, 724 471dd (J=17.3,2.7) H-18 C-1,C-2,C-19
4,97 dd (=17.3,2.3) H-18 C-1,C2
19 C=0 174.8 - - .
20 CH 238 102t (~=11) H-6, H-§ C-6,C-7,C-5 -




3H-17, 20

{=7.1Hz)
H-18 (J=27,17.3Ha)

] - : . (/=83 Hz)

T
4.50 475 .70 32N

T T T ¥ T
1.15 r.30 1.65 1.0¢ O0.95 ppm

90

i LI R T LI T T ML L I L
55 5.0 48 40 35 3.0 25 20 15 1.0 0.5 ppm
. ! Wby B
NI =i I e R = =

NN 4-61 Mnasy 'H NMR 494 4-Hydroxycrenulide

dept SO
CH-13 CH-4

CH-10 CH-6
CH-7

CH-3 CH-%
Lol NN N N . NIRRT PN
’ yeipdear’ o "
2N 707t o ot o

190 180 170 160 150 140 3¢ 120 0 100 S0 80 70 60 50 40 30

20 PRM
= =
' i
dept135 Egﬂ -
o O
, ] o
" L P L) H‘JWA PR | e | .J J!
b hd Ly ) Llaul Y (B 1 ki s i Lt i ) wr Y o .
CH,-5
2 CH,8
CH,-18 CH,-11 ICH12
T T T LB MAAAAME LAl | M G T T NGRS LA W] A WA M T 1
130 180 170 160 156 140 130 120 140 100 S0 80 7O 60 S50 40 30 20 ppm
carbon
C-2
c-19 C-14 C-|f J
L A LL ”
T T T T T T T T T F T T T T T F T T T 1
190 180 17¢ 160 150 140 13¢ 120 490 100 50 80 70 G0 S50 40 3¢ 20 ppm

7N 4-62 ednaiu °C NMR, DEPT 135 iz DEPT 90 U949 4a-Hydroxycrenulide
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- 0
far )
& =y b
CH9.CH12.CH, 16 ° @ @_ 2
CH-10 2 ..E
CH,1t - 40
CH-3,CH5 <0 ity
L-]

- 60

g}]:-?a ©® o °
- B0
400
’ 120

CH-13 oo
=140
160
I-180
I T 1 T T T T T T T T T

60 55 5.0 45 40 35 3.0 25 2.0 1.5 10 05 ppm

AN 4-63 dulpasu HMQC U929 4c-Hydroxyerenulide

J . - 0
Gy | e
CHAST g - 4 ak w0 L 29
CH -20 4
e o r%* B L4 ’
CHAT—] ' ¢ 4 4.
CR AL L a0
CH-3,CH,5 ] T - <
51 ] - 60
CH4 '
CH-15——— 4 »
-m—--—-ﬁ | 80
100
v
CH-13 . . 120
1 4 - = [ ve ﬁ hll- [
C-14—] s ol
140
"
- 160
c 2
15 e ' ° "
- 180
T T MR RIS S dtasy T LI B I B T
6.5 50 535 5.0 45 4.0 35 30 25 20 1% 10 05 00 ppm

MWN 4-64 Fnnsy HMBC voa 4o-Hydroxycrenulide



o2 = -
xh w & I
L A A A
-
.
M & =]
i g 14
o
- s
L 3.0
- @ o i
-3.8
4.0
. o ™
<3 e
e ) ¢ [-4.5
[+ ' ;
ﬁ@ N e 5.0
o :
. 5.5
= T T T 7 T T T T T 7 T 6.0
60 5.5 50 4.5 4.0 35 3.0 25 20 15 10 0.5 ppm

MR 4-65 UnRPSY COSY 84 4o-Hydroxycrenulide

5
3 5
%= d (5.5%)
~ H-20
(1.7%) <
H3 o
" b

H-4

AN 4-66 e1lnA3Ty NOE Difference ¥4 4a’-HydmxycrenulideIﬂEJ Irradiate 11 1-4

92
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0.9%
©.9%) (0.7%) (2.4%)

2 B9
— o o

6.5 6.0 5.5 5.0 4.5 £.0 3.5 3.0 z.5 2.0 1.5 1.9 D.5 ppm

AN 4-67 ArnnrTy NOE Difference Y049 4a-Hydroxyerenulide 180 Trradiate 71 H-7
(1.3%) ’ (1.7%)
H-10

{1.1%) {0.9%) H-8
H4 H-3
e, s J?___;M
ey e
.5 2.0 1.5 1.0 0.5 ppm

6.5 6.0 5.5 5.0 4.5 1.6 3.3 3.0 4

6.3 6.0 3.5 3.0 4.5 4.0 3.5 3.0 2.5 Z.B 1.5 1.0 0.5 ppm

MW 4-68 DUnATN NOE Difference 184 4 cr-Hydroxycrenulide 108 Irradiate N H-20
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8. 1539319984 Fucoxanthin

Fucoxanthin 31A T 487 180108 M3 18218 Dictyora sp.11nA1s AT Iaumadin
HR APCIMS 19 nvz 659.4289 [M+H]' (Caled C,,H,,0,; 659.4306) Mgns Tutanaiilu CH,0,
FefirnamlBuaaiiy 14

BCNMR (1wl 4-73) uﬁmiﬁmmﬁ'fgaﬁmﬁw 1A 42 ARy e LAZINNITURTIEH
DEPT 90 8% 135 (VW7 4-73) (1etA9 Methyl Carbons 11 #2a191 Methyletie Carbon 5
Ay 19 Methine Carbon 13 §ayny104 Quaternary Carbon 13 deyey1ou uanInt C NMR 9
113 Olefinic Carbon 16 FayRy1al 7 134.5 (C-9), 139.2(C-10), 123.3 (C-11), 145.1 (C-12),
138.1 (C-13), 132.5 (C-14), 132.1 (C-15), 132.6(C-9"), 128.5 (C-10'), 125.7 (C-11"), 129.4 (C-
127), 135.4 (C-13"), 137.1 (C-14), 136.7(C-15"), 197.9 (C-8, C=0), 170.6 (C-3", OAc) i
Foyanaludufidungy Allenic 3 Fayana 71 8 117.4 (C-67), 202.4 (C-7), 103.3 (C-8" 1Ael]
o hidudauas S naniused 11 Wise ueravinInsarevesmsaiiatii Tricyclio
Carotenoid S8avInNanasy HMQC (MWil 4-74) ildmswdwmiladaana Tusnouves
A oIIRAZAT (iR luaTs 197 4-11) 'H NMR (0 4-72) 4 sdayey 106009 Methy]
Proton 11 @Ryey18t Olefinic Proton 11 dayayat (i/oA215011A1 Chemical Shift 1 68.2, 5.35 (CH-
3") i Chemical Shift g4 tilesnniinyesdinn (-OAC) Aoed # & 64.2, 3.78 (CH-3) uazil 72.6
(C-5") fimyj Hydroxy w900 1102116 66,3 (C-5), 67.2 (C-6) AL Ether Hivdnumsiiiua
Epoxy msaasiznveyaninailoadu 'B-"H cosy (MM 4-76) Az HMBC (Wil 4-75)
diosnnTassersdivne ngjulivsaniiulassatden c uas d it

Tnssathatey c vindoyn 'H-H cosy Tdnmuduniug 3 daufle dafinils (3
DR C241nz C-4) A A0S (C-11 ABFY C-10 UBE C-12) daufian (C-14 Aoy C-15)
unzmanuduRuivesTnssadudos ¢ 188 1da Taomaila HEMBC Fewuh c-1 Sngunuft
doanyiiu Methyl (CH,-16, 17) itnzifonns C-2 1ay C-6 91nAamduiusAe H-16 uag H-17
HERPTIEIRUERY C-1, C-2 A C-6 wonmnimut C-5 AdlumnFanitaling Epoxy 5
it Methyl (CH,-18) tazifoudofy 4 vinanuduiusas H-18 uaasii C-4
waz C-5 fnfuia18Tnsead1ede0 ¢ Surmnmisudofie Epoxy 7l C-6 11y C-5 uammﬁ%
H"27 fsudasamduiuasy c-6, C-5 uag C-8 Suduldh c-7 deuner Uy oud
AW C-6 UAZAORY C-8 UBNAING Tanuh C-8 dowdofudauiiaos Fmduousumis
7 10) Tavry sp’ Quaternary Carbon (C-9) ﬁﬁﬂy:u,muﬁaﬂu CH,-19 (H-19 Haaanuc-9) 910

CY Y I 4 ar ) i & ] VoA 1 ar
ANUFURNUT Ao H-19 uaz H-10 naadd C-8 uazaauiidos Masuoudwmusi 12) defy
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daudiony (a3 veudumait 14) Taosu sp” Quaternary Carbon (C-13) Hilluyunudiiu
CH,-20 #p0g 9nAWAUWUT fla H-10 uag H-20 ueaefiy C-12, H-12 uag H-14 uansiy C-

13 uag H-20 LaAn C-15 Mannudunusacla Inseadadon ¢ saaaaluning 4-69

— 1H-IH COSY Corelation
~x [ HMBC Corelatioﬁ_

MAT 4-69 HaAInMUFUWLE Ias 'H-"H COSY tae HMBC Insia319608 ¢ 489 Fucoxanthin

Tnseadhades d 9ndeya 'H-'H cosy TdanuduniutvesTassai 3 daufe
Afiniia (C-15' #of C-14)) daufiaed (C-11" AofY C-12’ itae C-107) wazdaufieny (3"
Aodu C2' une c-4% mntiuldinatia HMBC manuduiusvesTnssadiedon ¢ Taowah
drudinite Gmveuduonieh 14) Eeudesudmfiaes Madveudwmnied 121 Taorin
sp’ Quatemary Carbon (C-137) Aifiajunufitiiu Methyl (CH,-20" 9nnnuduiuiae H2o'
HaAInL C-13', C-14 1o C-15" ueﬂma‘i‘:ﬁewnh H-14' uaasfiu C-12 9ndas daufiaes (ﬁ
asueumel 104 Feveiudimiiiiu Allenic [8C 111.4 (C6), 202.4 (C-7') uaz 1033 (C-
8"} Tawsm sp” Quaternary Carbon (C-9') ﬁﬁﬁgamuﬁsﬂu Methyl (CH,-19") 91na Ny dusiug
o H-19' uaaafiy C-10, C-9' uaz C-8' uagtany31 H-10' uaaaf H-8' 9ndae adnasuves
HMBC fararnsnnuduwutludmiidhy Allenic fio H-8' uaasfiy C-7' wag C-6' iioRa1san
il c-6 wuhufeudesudufiaw Gansuoudumish 21) Tasm sp’ Quarternary Carbon
(C-1") Afimyjumufiaeanyiiu CH-167, 17 nnanuduiusie H-16 uag H17 uaasiy C-1,
C-6 1A C-2 uonmndi C-6 Sufoudafudniias (Rarveudumisi 47 Taor sp
Quarternary Carbon (C-5") ﬁﬁm_@uﬂuﬁﬁamaﬁﬁ]u Methyl (CH,-18) 8% Hydroxy 910
AMUAUTUS Ao H-18' u@asfiu C-5, C-4' waz C-6' iefinnsandmiiena g -3’ e
Chemical Shift 74 AT UTOUADBYFUNY ~OAc (HMBC tarmsnnuduus uduiiuos

=Y ) Qs w dar T (] s H
Fiaa Ao H-3'" uaasny C-3'") Mnanuduiuiainanila laseaiiden d saanlunmi

4-70
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— 'B-'H COSY Corelation

"™ HMBC Corclation

AT 4-70 HERIAUFUNUT Iag 'H-"H COSY 1oz HMBC 1a349a519608 d 994 Fucoxanthin

Tassad1edon c uay 4 Woauosui C-15' 1a C-15 Mnanuduiuiyes HMBC
WU31 C-15 uaAsiY H-15' uasiiloRaTsaini C-14' uag c-15° wn‘hmfuauﬁs”qgjuﬂmﬁn
H-14 M nuduiiEaans 193018 A3 9e¥ 1 Fucoxanthin (V1W# 4-71) uaedudu Tnzsa et
TaonsifSouifioususi Chemical Shift 493 °C uaz "0 NMR A Tassadrafiaoiisrgm

(Mori et al,, 2004) (a2 InM AN Ine 1151034 CS ChemDraw Ultra (A9a151¢4 n-7

DIFHUIN 1)

NN 4-71 UaAaI1ATIA5 19999 Fucoxanthin



M15190 4-11 Foyaninmyimsedonleaiu °C, 'HNMR, COSY uaz HMBC

U3 Fucoxanthin

97

No 8. (ppm) 0, (ppm, J-Hz) cosy HMBC
1 c 352 - - -
2 CH, 471 H'141m H'-2, H-3 -
H 1.50m H-2, 04
3 CH 642  378m p'2, 14, H-4 -
4 CH, 416 H1L.75m H™4. 13 C-3
H'228m H-2, H-3, 14
5 C 663 - - -
6 C 6720 - - -
7 CH, 408 H'2.57d(=18.3) 17 C-1,C-6,C-8
H"3.64 d (/=18.3) H'-7 C-5,C-6,C-8
8 ¢ 1579 - 8 .
9 C 1345 - - -
10 cH 1392 7.13d U=10.5) H-11 C-8,C-12,C-19
1 CH 1233 6.584(/=250) H-10,H-12 -
12 CH 1451 6684 (8.1) H-11 C-10, C-13,C-20
13 c 1381 - - .
14 CH 1325 6.74d (J=133) H-15 C-13,C-14, C-15
15 CH 1321 624d(=11.3) H-14 -
16 cH, 284 093s - C-1,C-2,C6,C-17
17 CH, 250 10ts . C-1,C-2,C-6,C-16
18 CH, 211 120s . C-4,C-5,C-7
19 CH, 118 191s - C-9,C-8,C-10
20 CH 127 19s - C-12, C-15




15199 4-11 (910)

98

No O, (ppm) 3, (ppm, J=Hz) COSY HMEBC

I C 58 - - -

2 CH, 455  Hldm H-2, H-¥ -

H'1.50m H'-2, H- -

3 CH 682  535m W4, H'-4', H'2, K2 :

3 C=0 170.6 - - -

3" CH, 214 2025 - ok

# CH, 453 H'196m H-3, H-2 -

H'228m H-3, H-2 -

5 c 76 - - -

& C 1174 - - -

T c 2024 - - -

g CH 1033 603s - C-5,C-6, C-7, C-10, C-19'
g c 1326 - - -

10 CH 1285  61d{~111) HAib' -

i CH 1257 6.60d(/23.4) H-10', H-12 -

12 CH 1204/ 61d{=11.1) H-11' c-14, C-15'

13 c 1354\ \- - -

14 CH 13721 6.33d(=28.9) H-15' C-12, C20'

15 CH 1367  6.36d(/=25.4) H-14' C-15, C-20°

¢ CH, 292 136s - C1,C-2, C-6,C17
17 CH, 321 104s - C-1', C-5, C-6'
18 CH, 312 133s - C-1, C-#,C-5, C-6'
19 CH, 140 1.79s - C-8, C9, C-10
20 CH 129 19s - C-13', C-14, C-15'




46009 F3.2.2.5.2.2.2 proton
D6/05/05

Lﬂ“

T T AR T T T
10 g B 7 B L

3

NN 4-72 anlansy 'H NMR 14949 Fucoxanthin

a ]

e -
1 9 ppm

D B

oy

Peptfl

o 0 11—

S T T ¥ T T T T T T T T Ll
210 200 19¢ 160 170 160 150 140 130 120 110 100 SO &0 70 60 50 40 I 20 ppm

Deptl35

Rt . ”ﬂu.‘ﬂﬂl;f?m,

T 3 T T T T T T

T T i T T T T T T T T T T
210 200 190 180 170 160 50 140 13G 420 110 100 80 80 7O 60 50 40 30 20 ppm

UL

T T
30 20 ppm

carbon

T . Iﬂt’

T T 7 T T ¥ T T T T T T T T
210 200 150 180 170 166 150 140 130 120 110 100 90 SO 7O 60

2N 4-73 aidpasy °C NMR, DEPT 135 uag DEPT 90 Y04 Fucoxanthin
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46009 F3.2.2.5.2.2.2 HMQXC
0&/05/05

. t 20
e

I 60
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100
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160
180

200

"l IMUU.“M

AR 4-74 alne Ty HMQC 999 Fucoxanthin

46009 ¥3.2.2.5.2.2.2 HMBCGF
B6/D5/G3

TN VS| AL ppm
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- 40

;100
;120
- 140
;150
|-180

. . R 200

RTINS P10

0 9 8 7 6 5 4 3 2 1 [*] ppm

NINA 4-75 T11ns51 HMBC 994 Fucoxanthin
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46009 F3.2.2Z.5.2.2.2 cosy
D6/D5/05

_.)_,;:H\,M)L__A A pPEM
-1
m -]
L . [ ® E 2
L] [ -]
-
E 3
& L |- - ] E 4
]
» L DT - 3
* - 6
o . °
# '
e ‘.
8 = - ET
.8
=9
......... M B o e b L L N AR L L anas 4]
10 9 8 7 6 5 4 3 2 1 ppm

0N 4-76 Anass COSY Y99 Fucoxanthin

4

& J

HaNSANYIN1S0BNENE M IM YRI5V gNE
4 = = qai T

msAnyImIsengnEN NI MYesEIsuIgnEnuen ldninvdnsauazams e

& 3
nu nageuduenilinaliadulia (Mycobacterium Tuberculosis H37Ra) 1agis
Microplate Alamar Blue Assay (MABA) lazde 1t naaoufl BIOTEC HanisnadeLuandfg

15799 4-12

i 4 =i £ d{w 1
AT NN 4-12 LLﬁﬂQWﬁﬂﬁWﬂﬁﬂ‘Bﬂ'ﬁBﬂﬂﬂWﬁTI'N‘I)"Jﬂ']W‘Ui’NﬁTi’U‘iq‘ﬂ‘ﬁﬂﬁJL%@

Mycobacterium Tuberculosis H37Ra

S = =
MIUTYND WaN1300NgND MIC pg/ ml

Sg Active 0.78




13199 4-12 (D)
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MTVIYND HAMIBBNONT MIC [g/ mL
Indole-6-Carboxaldehyde Active 50
Iy
oHC N
H
132-Hydroxy Pheophytin a Inactive -
e
oS
O
o
OCz0Hze
Fucoxanthin Inactive -
A s I
M o | ;
HD
4,18-Dihvdroxydictyolactone Active 200
Active 100

f ¢, 3 .
NINgMa wazdanuIfunInadeumssengninewoia lsauaalumanuin
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1 S = T 1 o v o s
PINATNN 4-12 ﬂ'li‘l’lﬂﬁﬂ‘l)ﬂ’lﬁﬂ‘ﬂﬂi]‘ﬂ‘ﬁ‘VH\‘I“]J”Jﬂ'I"I"IﬂE)L%ﬂ'QiH‘IﬁﬂWTJ’J'IP\Iﬁﬂﬂ']ﬂwﬂu

o 4
e o

ﬁqw%fﬁyé'?a"lﬁﬁﬂh Kanamycin (MIC = 2.5 g/ mL) i MIC 0.78 pg/ mL uaiigni suie laiien
A1 Rifampicin (MIC = 0.0047 pg/ mL) 1183 Isoniazide (MIC = 0.05 pg/ mL) N3iihusa
AR "Hﬂ!ﬁiﬁ 13 U?’cjﬂfﬁ\fﬁigu Y Indole-6-Carboxaldehyde, 4,18-Dihydroxydictyolactone
uag 8a,11-Dihydroxypachydictyol A ;mmqw%JéTué':’&sﬁi@ﬁ';ai'miiﬂskﬁiﬁiﬂuﬂ’51ﬁw1ﬁ1‘1’f’ﬂauf}u

1 r q(U 3 L] 4 ar
170 @7u 13 -Hydroxy Pheophytin a 1t8¢ Fucoxanthin litaasgnidudadeseoindsa



