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List of abbreviations <) »oai))s-ais)3
Solvents and reactifs:
AcOEt: Ethyl acetate
AcOH: Acetic acid
AlCl3: Aluminum chloride
n-BuOH: Butan-1-ol
CD;0D: Deuteriomethanol
CHCI;: Chloroform
CDCls: Deuteriochloroform
CH,Cl, : Dichloromethane
Et,0 : Diethyl ether
EtOH: Ethanol ; Ep : Peterolum ether
DMSO-ds. (Hexadeutero-)Dimethylsulfoxid
H;BO;: Boric acid
HCI: Hydrochloric acid
MeCN: Acetonitril
MeOH: Methanol
NaOAc: Sodium acetate anhydrous powder
NaOH: Sodium hydroxide
Chromatographic techniques:
CC: Column chromatography
GC_MS: Gas chromatography _Mass spectroscopy
HPLC: High performance liquid chromatography
TLC: Thin _ layer chromatography
R¢: Retention factor

RRI: Relation retention indice

Structural determination:



IUPAC: International Union of Pure and Applied Chemistry
Api: Apiose

Ara: Arabinose

Gal: Galactose

Glu: Glucose

Glu A: Glucouronic acid

Rha: Rhamnose

ax: Axial

d: Doublet

dd: Doublet of doublet

dt: Doublet of triplet

eq: Equatorial

sep: Septet

J: coupling constant (Hz)

t: Triplet, g: Quartet, s: Singlet

'H-NMR: Proton Nuclear Magnetic Resonance
BC-NMR: "Carbon Nuclear Magnetic Resonance
Dept: Distortionless Enhancement by Polarization Transfer
HMBC: Heteronuclear Multiple Bond Correlation
HMQC: Heteronuclear Multiple Quantum Coherence
Cosy: Correlation Spectroscopy

2D: Two Dimensional

TMS: Tetramethylsilane

MS: Mass Spectrometry

EI MS: Electron Impact Mass Spectrometry

m/z: Mass_to_Charge ratio

M": Molecular ion



UV: Ultraviolet

UV/Vis: Ultraviolet  Visible
Unites:

°C: Degree Celsius

%: Percent

o : Alfa

P : Beta

O: Delta: chemical shift (ppm)

A: Lambda maximum wavelength
C=[ ] : Concentration

Cm’": Per centimeter

G: Gram

Hz: Hertz

MHz: Mega Hertz

pg: Micro gram

ul: Micro liter

mg: Milligram

nm: nanometer

ppm: parts per million

eV: electron Volt

M: Molar

min: Minute

Biological activities:

ATTC: American Type Culture Collection
NCCLS: National Committee for Clinical Laboratory Standards
ICs0: 50% inhibitory concentration

M — H: Muller — Hinton Agar



DPPH: 1,1-diphenyl -2- picrylhydrazyl radical

ATBS™: 2,2'-azino-bis-(3-ethylbenzothiazoline-6-sulphonate) radical cation
MIC: Minimum Inhibitory Concentration

BHT: Butylated hydroxytolune

OD: Optical density

ROS: Reactive oxygen species
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te=C s s slife ~po E-0Rs 43-1-111

ASLanf Plantae
FeSdile I Spermaphytae
e gL leuadh ) Angiospermae
cas Apiales
il -/ ,&J‘ Dicotyledonae
Ghl 3 apEsty s Rosidae
FisaSI Apiaceae
S Apioideae
L Ef Foeniculum
- f Foeniculum Vulgare Mill

:0ad)=gE udid-1-111

FR24 £33 G 080:70 [ et Hfaoe ka3 (12009) Fiok bl g5

£ JEE R0 s pseats SO U el T 88Tl (B i
Fiedubicus < E el Wl T (1200ml) T 388G alai
sle (n-BuOH) U4AcOEt) U4CHCL) <l i cabadiz se)° &Y i Gde Juasidll

NP R

GO 27- ) Tem 1) g JFe-RY 3 dg pa e ol pdlT daa
wadlF g d) ke cillas
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Fokrbdl & g s 1200

il JBiuuq430:70 [lg»swi‘: & SAEbokobd gl

g foag ¢

S s gl el

l
1

[ m=2 g it ) paliiine (5 5 SST Gl

ACOEt = 0ad¢t ougilall (udaf

!

v

|

m23g bl g ¢ S

n-BuOH = uad¢tougilell (adaf

m=24 g .

G e 5 S

T8 e Sl

Foeniculum Vulgare Mill 2 t_—\—@‘)ad\-tj&\@_lat' 27- 0 Gk
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1S5 @y a—b Ciy5-1- 11T

BAW (2 Lalas Jas ¢ Whatman(3MM) a0 | e dlE o (372 Ipwg) 38&
08 - ¥ AF YradSy Lakk dea A CCM we )¢ )ACOH 15%
ESOUE g S (Sl G o Y i

Sl s BB 3 Lales Jan 08-Top ¢

Silica gel GF;s4 S;: CHCl;: MeOH (9:1/8:2)

S, : n-Heptane : AcOEt (9:1/8:2/1:1)

S;: Cyclohexane : CH,Cl, : AcOEt (1:1:1/1:2:2)
S4: AcOEt: MeOH : H,O ( 10:1:1/8:1:1)

1 900 9 eALORE E Luprts

Loz o oAl F3d8anX 1230-400 mesh ASTM merck, 40- 63um[Silica gel
(UV) S Ledpo@i S F T 7l S35 T 0 3 B i Sty § s
gl Gf,] WBg 0 X3 30 palea(100ml) audy A5 el Jel z5§
CiBal ¥ GRS BT A gnulien 0f COM e ¢TSS
B et VY THANMR fGE e E g Siad AT gl | gy dased (gl ) 10T

.= (®3 x 60cm) =Bl 9 S g Gidl T 2 el ¢

28U f R st o
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Tolos T ) (g 608 T WY THNMR f 3¢ 5282 i
Silica gel GFs4 g_‘ st ol g tza\w;j:u:’du,_m L6y o &g»\cij, Thdl
38 e s B [PRIERIT NSl uié;tiﬂ-‘dijﬁdbkCC S aall F gy
m=( F7; 9m= 10mg( F4s5 ¢<)m= 0.5mg( Fy 12 2 “.—{@Afk Sephadex LH20 | & th

Jm= 9mg( Fg, ¢)30mg
Fouf ot 0L o Fugilices) gl bl ¢ X7 Mg jatsih el
FHE 8l peE bl

foUits s JUV( GG B b p gl LB,y Sl | st
"H-NMR G £~ g 358 Soal O sl mothl Ads g™ 7 7 (aped
S lhEl Y ek Fd29-0i f paaly Aldaa il fth TGS g
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el T o=E R s 2

CC Silica gel ( n-Heptane : AcOEt)

l l

Lo 117

|

FlanADeg " 1§ faas

(S2)
F(16-22) F( 45-50) F(74) F(71-77) F( 82-89)
CCM (Sy) CCM (S3) MeOH —& § 5 o CCM (S3)

| !

CC Sephadex LH20 (Sy)zucrasls

o
Sk e 3

l

(S,) Silica gel 5 ==

|
&%

LT Vo g G gty hde L 29 - gl
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:J9IT oot T e

Silica |  (®4X 85cm) A 2 S we Jl palliudl” 20g goSEl D
g | Aoy s Al galasl 7 ]170-230- mesh ASTM merck, 0.063-0.200mm[gel
89 69 . " g 1A 37146 o Dl T Addb Fle) Custi iy i
U5 4(SCe) Polycaprolactame S8 3KT35  # Slgiyn (32 «e & " )100mg(
SleThal D B G Cidh s Stgin e Gl Ladpdiadall Fle
Tl ol (Sg) R B COM G Luig] Bl Alee M Gug " )V 3l ST A T e
Do D g8 ST AT Aaglen (8 oA it )m= 16mg( Fry SOF
gl ohl Mg, T RV A S )m=10mg( Fus )m= 40mg( Fy - g3 Sle
scifpotir dLE 8 Fosal Fiod 2ot 0LEhe e e da Vgl Wl
Celol Gl 7 T gl il S e oS4 Al ) Fyg

oaliiedl 13 #68 Thll Fle Jlairogio) -30- 6 1 SES 1)
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saliindl G 20

CC Silica gel ( CH,Cl, : MeOH )

N
(Sa) FLancllgus” | & fead

v

VoL l l

l

F(18-32) F(33-45) F(46-68) F(69-89) F(90-97) F(98-117)
CC SCg polyamide(Toluene : MeOH)

(s4)s»%’»'er;wd@%a
F(1-29) F(30-39) F(48-50) F(51-70) F(71-88)
. o &I CCM (S.)

MeOH (& s & )& los MeOH (2 Do & el

CC Sephadex LH20
YRS

‘L:
LG o gty Bl 30-3
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s i Sadhinys s s g 36-1- T1T

t Fas i edo ~s gt
m.p: 176 - 178 °C
Color under UV: Deep bleu
UV -visible A (max) nm: MeOH 253 303 322 344.
"H-NMR (400 MHz, CDCl;, &, ppm): 1.52(6H, s, 2 xCH3); 2.79(2H, s, H-2");

YV V V VY

6.32(1H, d, J = 9.5 Hz, H-3); 6.86(1H, s, H-8); 7.69(1H, d, J = 9.5 Hz, H - 4); 8.05
(1H, s, H-5).
> BC-NMR(100 MHz, CDCls, 8, ppm): 27.12 (C - 4, C - 5'); 49.05 (C - 2"); 81.16
(C -3"; 106.02 (C - 8); 113.71 (C - 6); 115.01 (C - 3); 118.04 (C - 10); 127.50 (C -
5); 143.56 (C - 4); 159.49 (C - 9); 160.33 (C - 7); 162.61 (C - 2); 191.25 (C - 1").
» EIMS (m/z): [M] " 244 [M-CH3]" 299 [M-CH;-CO] " 201.
t Fas @ p0s s sl *
INH; (ot 7 8 &S & il « LopouaUV( Sdigd o€l T
i), s Qo Wi ) wmfl Fsotlagrl Wi (sl Ras i g )
Lo AeSudl 1) Al YUV (SO L Y dlidl) S Gaond @ Sl
S31-05 344nm” 253 nm ¢ Geo ot Y] 2 lad b LS

253

344
303 322

Fis <S5 YUV( F88 #e¢7131-0 8
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QoAb et ppadil 232-05 THNMR (eaublaall 67771 €78 B Ll

& ool s =95Hz ke & Ortho §7 b oz Lud69 ppm - 6.32 ppm S X

& %4 8.05ppm  6.86 ppm 3 K¢ 33‘.—’&‘,5,0)“.—’4.@3‘)3" Sl Hy' Hy oot 2V

s’ wae ) FSeIOH T @ 52 ppm 3 Kl Cu-“‘.—ltsi"!:‘i Sfpiolde Hs' Hg

O UigERe2.79 ppm I R2H T WHEFE R Fpwagill IUET LT @i BJ e oigha
.pyranocoumarins 3 s \u% gl 31 2 sl

(6H)

(2H) »

Hs Hs

H, H;

Fys Uil THANMR &8 32-20 (5

[104] e o Lo dish e below di®33- 18 PCNMR T @) ks e
LYLEE) QY el e LT (]
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Cy
C,
C;'

Cs, G

C,

Fus Sl PCNMR F&U 332 (%

e gl 2 S g8 o O Gl lits € 34- 03 HMQC ¢ 650 &

P S WU WS CPLA ST I PR 0 P S SEUY T
BRSSP R VPO [ S DI <Py O e
£ goa gl S TN CE 815

C& | ~ C3'i

@‘\k

157 -35-0% HMBC ¢ €5
o
RIS TR SRS QUas SR

T Fas &S e s? Cy . ‘-@5"\«;‘;

F45: Graveolone.
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F1 [ppm]

Fus <S 3" HMQC -34-- -

2H, 2xCH3
Hs H, Hy H;
g
b’ (ZHI c4’,5l)
- (6H, C;')
%)
(6H, C5')
Pl
e (ZHI Cll)
o

Fus <+S 3° HMBC -35-- (i
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) Graveolone (i Lo Fadlandll F X e 36 -3 Ff Fedant L
3T D tESA ClyH 0, FoShotk

FusmS e 8 SOAN 2l ¢ 85¢ 1 ¢ tdnt 362 U
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m/z =229

- CO (m/z=28)
OH
“ T
\o G \O/
+
m/z =201

m/z =189
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tFpy ‘7"5569095 ¢ @é” -é é@t’

> m.p: 164 -165°C

> 'H-NMR (300MHz, CD;OD, &, ppm): 5.39(1H, s, H-2); 3.84(1H, s, H-6); 3.76
(1H, ¢, J=9.0Hz, H-3); 3.21(s, OH-6 or OH-3); 2.02(1H, dsp, J=13.4Hz, H-8);
1.68(3H, s, CHs-7); 1.60(1H, dt, J=13.4, 4.5Hz, H- 5B); 1.51(1H, dr, J=12.9,
3.0Hz, H-4); 1.30(1H, td, J=13.4, 4.1Hz, H-50); 0.92(3H, d, J=7.0Hz, CH;-9);
0.72 (3H, d, J=7.0Hz, CH;-10).

» BC-NMR (75MHz, CD;0D, &, ppm): 136.39 (C - 1); 130.00 (C - 2); 68.91 (C -
3); 67.37 (C - 6); 41.79 (C - 4); 29.84 (C - 5); 25.96 (C - 8); 20.38 (C - 7); 19.67 (C
-9); 16.02 (C - 2).

:Fyy (s s sdpgegEOr

g i E OV lwr R T oS a1 38 U5 PC-NMR G B

7 22 Sep 2007
Ce 13c dept 135 [ Date 20/04/2007 17:57:30 [ F (MHz) 50.32 |
Original Points Count 32768 Points Count 32768 ‘ Sweep Width (Hz) 20080.32 ‘ Temperature (grad C) 0.000 ‘

- QuOoNLND
wwwwwwww

wwwwwwww

T
o)
130.00
68,9
—67.3
9
8
s
EST
7
7
6
41
—29.84
—25.96
—20.38
1967
—16.02

G G c C, Cs Cs\ 10
30! ! | |

6 I

150 140 130 120 110 100 920 80 70 60 50 40 30 20 10

z
o

.| (ppm) | Height ||No. | (ppm) | Height

1 | 16.02 | 0.076 10 | 48.00 | 1.000
2 | 19.67 | 0.071 11 ] 4843 | 0.843
3 | 20.38 | 0.086 12 | 48.85 | 0.416
4 | 25.96 | 0.076 13 | 49.28 | 0.139
5 | 29.84 | 0.079 14 | 67.37 | 0.078
6 | 41.79 | 0.070 15| 68.91 | 0.075
7 | 46.72 | 0.147 16 | 130.00 | 0.072
8 | 47.15 | 0.443 17 | 136.39 | 0.035
9 | 47.57 | 0.873

F;; 2S5 BCNMR G §5-38-2 (i
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#s5 4130.00 ppm 3 X il 136.39 ppm 3 K37 (eI V) (bl Soungils])
CsaslEha Sy fELFE 0 S pllia I HJEY) T i) o Ipypankaly
=96 7ppm I SF 02038 ppm I Szl il T Om B AFugm F S
13 dawdd RX 0 & il Se s  igd) HE):’ZEQ)JL)‘C\ 3 8245 16.02 ppm I
39- U5 CioH g0, Aesall i 1da Ay ap ST 3 ORTEP (el &g 428

HO

OH

F;; &S " ORTEP  {5aRX FSoidEcs 39-0 i
C

L7l Aeshly) sl eansdl @b qusas T Fz0ia 8 Al
gl Lae ¢ T Aypme 9887 Wl 0 Baa S ¢ (8 Gl gl &
B S el 130m F0 S le Wag )38 mp =164 - 165C S el 1y uals | Fe

-

Aol Luib

Crystal Data: C;oH30,, M= 170.25, monoclinic, C,, a= 17.837A° b=7.113A°,
c=8.096A°.

D40 - G S oal R pac THANMR T D UiglEds 2 lom @b (i d T ish g
[105] ex radgmadh o Cliaall a8 I35
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Hs-B H. HS-O(

H, (CH3), (CH3) 9 (CH3)10

He OH, ;
8

Fy7 &S 5" 'H-NMR 3 &5 -40-- (i

:x F77 «_\S).Af z_g‘ﬂigsk

HO

OH

F7;: 1-p-Menthene-3,6-diol .

: Fy, @ a0s s s sg&Ole

> 'H-NMR (250MHz, CDCls, 8, ppm): 1.30(3H, d, J=6.9Hz, CH;-8); 1.70(3H, s,
CH;-9); 1.76-1.97(2H, m, H-6); 2.00 -2.20(2H, m, H-4); 2.30-2.50(2H, m, H-5); 4.1
(2H, s, H-1); 4.90- 5.01(1H, m, H-7); 5.80(1H, dd, J=3.0, 1.5Hz, H-2).
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Coo41- U

:Fyy s s sdpgeg Eoe

'H-NMR 380 ¢ tggoghgy Sl 15 & aatall & 650 LU

T e, 2 Jhugrsst gabadl Cd)l ) EEET o I (it s X

@}&m }i égﬂ}-t iiﬂ C_EL t._'l:’

¢ B¢ @a:__,c;, auiaég sy

9
CH,
&
Hz% \TH
H,C CH,OH
2 \ 2
s (CH;) o (CH3) g
Ho EHy
(2H) 6
H,
(2H) 4
(2H) 5 \‘\4
Fgp <S " "H-NMR G §5 41- " —ous -k
H
[ N )2 ]
Ho H
H H7\
Fs <S50 'H-NMR & & (6-5 ppm) ¢ i dlaidll Gt 4]- (5 | $v
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(CHs)s (CHy)s

(2H)s (2H),
(2H)s

Fgr <K 3" 'H-NMR G &’ (1-3 ppm) ¢ Conishiall jafm 4]- 06 | g

& o J=6.9Hz Blua p Ldg3H) T Sduscid3 ppm IAIET &G hf 1 ek

15 He &V 0451.76 ppm N1.97 ppm ¢ Sz d Sy #1354 o zun )8 (s

O 5=3.0, 1.55 1050 dabiddd (Sdeidmes Y 2 O Uighkl o e

ghg5.0 ppm N 4.9 ppm £ S)m (TG e gumdilal G g s bIGH, )
toann S el (S UPAC S§5 CoH g0, 4™ -th’y Sl st 8 H, L gl

CH,OH

HO CHs

Fs2 :(22) -3- methyloct -2- ene -1,7- diol .
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P Fyy o pds s gl -g oL

> m.p: 184-186 C

Color under UV: Dark purple

» UV-visible A (max) nm: MeOH 255 Sh 300 357; +NaOH 273 330 404; + NaOAc
273 323 383; NaOAc+H3;BO;5; 267 Sh 314 366; +AICI; 257 Sh 302 364 Sh
401; AICI;+HC1267 Sh 303 358 Sh 402.

> 'H-NMR (250 MHz, DMSO-d, &, ppm): 8.39(1H, J=2.0Hz, H-2"); 7.45(1H, dd,
J=8.4, 2.0Hz, H-6"); 6.85(1H, d, J = 8.4Hz, H-5") ; 6.20(1H, d, J/=2.0Hz, H-8);
6.08(1H, d, J=2.0Hz, H - 6); 5.60(1H, J=7.5Hz, H-1"); 3.95(3H, s, 3' - OCH3).

Y

: Fry edisos s s 0 ¢

PSRl Gl e Al U S e UV(SdE Sl
Feb RISy 3 wdsall 3 g T T Sl Gl e oY 4205 357nm Sos)I(

¢ G 47 nm U s Ssseglbioal ¢ el Sl T ) )NaOH (G Ui
LJ A& 330nmi— g r¥aAd G 8¢ 4 adsal)l B FGRIOH( T $00 X ana
Yy 2 18 nm Qe )NaOAc( & Ui @l SIS Fdacs o) sogliual a0 (@ &l
45 nm g I( o’ ¢ UL depibald] dsdl bz g S aned g
FRaae I gt B EY T sl OS 6l 345 (AICIHHC) (G Fuses &8
e JOUAICTHCY) AICK( s & CFoacts & (3¢5 @l b Uighad ™ §0 ¢
o £E8qua Boll ) OB (il e JeS b Sci@rtho el T 5 ods
I gdacs

OH

HO o

OR

OH 0o
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MeOH MeOH

MeOH+NaOH

0,6 4 0,6 4

MeOH+NaOH+5mn

05

04

03

024

0,1

00l

MeOH
MeOH+AICI
MeOH 0 3
Me0H+AICI3+HCI
0,6 o
MeOH+NaOAc+H BO,

05 06
044

044
0.3 4 /-\
024 024
0,1+
00 00 T T T > )

: zéo 300 350 400 450 500 250 300 350 400 450 500

F7 ‘L‘Sj‘j uv C igf C&&} | -42-; :)I‘

SES bl 4355S 1S e THANMR S iglisk e

LSS (A) g
\Hg - ¢F 6.08 ppm 3 X)J=2.0Hz( ¢ tgmsm sle
JHg - ¢4 6.20 ppm 3 X)J=2.0Hz( ¢ ks il
DB gy I EB) ¢ scsf S D G bl

Hs - &4 6.85 ppm 3 Z)J=8 4Hz( ¢ ibmua ile
He - ¢4 7.45 ppm 3 X)J=8.4, 2.0H7 ¢ dbimun ile

JHy - &4 8.39 ppm 3 X)J=2.0Hz( ¢ tsmumile
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DOCH;( ™ #7) fll 7 X 4als 3.95 ppm 3 Z(3H) - whddnal 7 ucluil Laad

OCH;

OCH;

(OH); \

Fyy &l 'THANMR  beslabae -43- Jel s

Hl"

Hs'
Hg H6

F71 &S o’ (5-8 ppm)ég—shall (S5 43- (5 | ¢du
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Sl ol fiaFy o jpodiis sdatt hp 0 s s 3Id-44-pm i

X

V'e

L(+) Rha

D(+) Glu

Y D(+)Gal

71

76

5.60 ppm & S Sgmuaiilate 2TV TS Uielad
g LRl Gle | Yl = 7.5 Haod Liga § dubys
gr—absphe 28g) G, N Bl tedl
St o TSt sopd o vd o gt

Yookl —Gb (Pstel o448 G5 g

LSOO Al s Pl T Huv( S
FRanas3 ¢d i & 1 gl ¢ [107-106 ] a2l

Fgngl aal el 3 (el (B) a3 adsalh  £87T) &l

% e Ju(B) Fs He' Hy SosmCib oy & &

3" asall b Kandl

Fp S el (g6 X

F71: Isorhamnetin -3- 0- B- glucoside .



t Foe Sp0s s oo ~s s E ¢
> m.p: 161 - 164 °C
'"H-NMR (250 MHz, D,0, &, ppm): 3. 42 - 3.75.
> BC-NMR (62.5 MHz, D,0, &, ppm): 70.69 (C - 2, C - 5); 69.12 (C - 3, C - 4);
63.12(C-1,C - 6).
> ESSM (m/z): [M-H] 181.2 [M] 1822 .

Y

: Foue S0006 s =T EO) ¢

T ouglab ATl b AT ]l ol Iged D 0E e (gl e i

T G s el Lt a bt 8l FF13) 375 ppm - 3.42 ppm | Eb T ed5- Ui

ppm  70.69 ppm 383 s i) Jmod = 96046- U5 (D,0) Sl sldl el
3 o8 QR el 1 Ja T e ba T e Jaules 63.12 ppm T 69.12

g7 Ll

Foe S—Ciall TH-NMR  <ishadq 5 J—e i
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G, Cs G, Gy

Cl) C6

Foue Uil Jmod & £568°C-NMR  3£¢s 46-2 (i

IM-HT- &4 181.07 3 ¢ fipir GAE 47-05 ES SM( 8587 51 G & el

[M-HT

78
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Dl e @S el 1303 B[108] e selegmalh Fedl o Clixall 34 N

Fsuc: Hexane — 1, 2, 3, 4, 5, 6 — hexol (L- Iditol).

:Bunium incrassatum Boiss &) s8isigd s S0\ @i 1) -2-111
r-gldsd—ad -1-2- 111

glo AT )il b (mem Bsg o Hf ol A Do ans 2 gl
Figedl Taohler’( 72012 0AST el FEl( 72009 Uuise ) EElS( 72007
DL B TSt E d dema dg] Y Jlee " gyl GRS p3E Yt
Sl TE SONSPAZ 103) s s yl-Fa fe r St F daaF LSBdY)

12

Duases Sthyy cdSakl a0l 0 T 8 ade el
il by -2-2- T1T

Thoplonich T poadaT i B3 maigioaks il Fild o T 6 gl
L T IS, a8 shdipceagd e b T Ay Gy e Shgfncdis e
T Gl B WA T8GR, ¢ ) e Sed bpucipgh Sl b cdil S
P SE FEE DG (485 T Twn 1) e T 5 dadiakergig
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el ) I st shieengt odpsl g di¥

Lo R T apaecn dpdiGhl ek

thaals Wil al 787 s apmildp +

dneS Lt d agad b us 1) A s
FAGS Lo i 1 G5 A sl zdal o e

D8 AReiCSylgazs il T el o aen
VS S G SN Y S R B ey

B8 o daf (Sasfal | a—Sg T
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48 Ui
=T s s B —pa Eus 43-2-111
ASLaaf Plantae
cesdie Ladl Spermaphytae
gesdd s /eadh 3, Angiospermae
sl / é}f Dicotyledonae
TSR RS Rosidae
é@)ﬁ} Apiales
FisaSl Apiaceae
S, Apioideae
L Ef Bunium
¢ f Bunium incrassatum Boiss



;uad\—ttu-ud\\ ‘"A‘go& -4-2-111
tusiEdoad) Eoakl

Gl oie K 6§ G (800mg) 2 g gl FE SES T
crowdt JEE 80 UL Al S siiu s ol caS[ 1] Erg. e
15 (m=100g) JJS HShoEe Jo T hal &Y 8 40- 35°C ¢ Gazudics
Sle oot gl Id gt T 87 GERIDe gt «So T AHA T o
]70-230- mesh ASTM merck, 0.063-0.200mm[ F& G sig 3 «c pasy 40°C Fgodd
gyl Bl | Leaip il ¥ G 7 ot asd iéftﬁj > Silica gel
-09-3%0 VAo T o

Silica gel CZ—L‘SLA‘; aﬁu.a&i ﬁ.bi‘}__au uf.j Az :\.».Al.cf 2\_151}5\ :Ld:u‘y‘ -09- k;&

s peetudpreid
Sy 100 % n-Hexane
S, 75:25% n-Hexane-CH,Cl,
S; 50:50 % n-Hexane- CH,Cl,
Sa 25:25% n-Hexane- CH,Cl,
Ss 50:50 % CH,Cl,-CH3;0H
g CCM | Lefpodinggd™ S o Uigleas Lo zal” EE LS )5 2

100ml MeOH . 52 3 Ui Vanilin Gud s Jenivd 23 ¢ b uibag J) 7 3Seiala |
FHUE# S GO ginE #E 5IE T S04, ke + Vanilin 0.5g

T E8 6 e DI 888 QUES ) 6 10t 3 Pl 1] Gl paliiud
U)o sany i g )8, (G il B 3dl Gug™ ) )m= 150mg( By
Jm= 10mg( By, S gl Ao blag )" alla pua kd\“—’
¢hoe ol TG dRadek S, )S5(, £kl @t Lo deanidl E T e
A G S T a3 aicggleg! Om=75mg(Byy” | T ey i) U )
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Olls 8 yaled i Silica gel 60 3T FQLR (03X 125 cm) HUE s S«
By )m=8mg(Bos Lt o e 3 aall 1) “iag) diaCabi i Sg it i) ¢
Figl ghl ¢ & Gishjp ke a0t JLag )i e e AN S m= 4mg(

A7 el el Sy Fhd Wl el

1) o F-g wadl-EE )
<) )elos T % osdol B, incrassatum Boiss 3 SgEds & osloags s
e SEU IS ropde SR S [2:8]] e T K - —€ F)m=1800g(
ety e e Jpanll GG ¢ JFT 8 3 Gl @ES B el o g i
TEILT C Fed ) o el Adlall FGY) T g Fhmd el A SE gl Wl s )
S B el oSie @ e S ¢l (Eonuietlld ) (
U5 ¢ n-BuOH /3¢ FTACOEt U€HCL Uan-Hexane — 4387 ghsl #d¢ s s g
o5 S Aty QR e Ty e JFE K3 3,38 e us TG
-10-37 1 BAE s

> b Gl F4S10-% 0

Somso oA gEod
m=2g¢ e

m=252¢g TR S (Bl

m=25g g o
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1@ pb Alsopg-5-2- 11

MG e Ll ) g & TTOH 0 BV s ] JSSsnde 8
. Whatman(3MM) au» 1o )BAW( - & SSfF dbl" YHOAC 15%( ¢ & 2 Jlenind

o o A Rl Ml e Sy T BT SWiered]  Lar g
G Ui S (A ) ol poaeB laaaal ¢ g8l £35S sdeny 8 [0 ST
K ceM | leaip)” B D)AICL ) T RN MGE T )NHy ) sl 7 pdia’
[9.5:0.5] ¢ CHCLy : MeOH ] &='ua Lol Silica gel GF 254 ¢ [z UsSs ¢igraa
B, )m=10mg( Be; & g e W )Silica gel |8 the we e aJds 3687 1
Jm= 8mg(

13

¢ el CIGE P08 58 r b e U Tt cp i el FogT e A e
m=( By u&i i bl el &5 e )m=50mg( BQg b e Llag el
[ CH,CL:MeOH ] ualasl <7 Silica gel)0.04-0.63mm( | U &b 2 " we | Laade )1 2myg
.Sephadex LH20 i th 2 " we e aily 5 38" {98 : 2] ¢z

" Silica gel o GG s (S e MBS 0 Qo (ap
D of I e D TG L) sl G2hosd [CHACL: AcOEt : MeOH] Lalad
CSY G V1001 01T [8:1:1] £z¢Sf AcOEt: MeOH : HoO ] L f (8 Leaans
GSliaea ¢ [70:30:0]" [80:10:0] " 33 (sl Gug™ 11 TCUEg) o X
o galedd U Silica gel GF254 | zUESG ¢igraall e dmdde )7 il S T

Jm= 13mg(B; Ui € 90=a b sk 3630 :5 :6] #z&F AcOEt : MeOH : H,0 ]

165 :30:5] [70:25:5] & il 8t & hass " ~ & dil &% FelaS)uits
) %&Ti& “lacs LG—’&L-EC\ ¢ Sephadex LH20 3 <= Sle D Gopa e
Gl ol S Gl B e a6 8 Ble | UV - auaHPLC Tk s OF
g Gle GUacS e WS (R, pUl e F87 e LaaVI s LA T WIS aal el ¢ Sumy

DAL 5t e JAL(gu)ste ¢¥ 7D S Ly
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s i S adhinys s s g 36-2- TIT
1099z de a -1-6-2-111

:Baue L0666 SEE OV

> m.p:186-187C

> '"H-NMR (250 MHZ, D,0, 8, ppm): 5.25(1H, d, J=3.8Hz, H-g)); 3.35(1H, d,
J=3.8 Hz, H-g,); 3.58(1H, ¢, J = 9.1Hz, H-g3); 3.27(1H, 1, J = 9.1 Hz, H-gy);
4.01(1H, d, J = 8.4Hz, H-f3); 3.58(1H, 1, J = 8.36Hz, H-f,).

> 3C-NMR (62.5 MHZ, D0, 8, ppm): 92.0 (C - g1); 70.9 (C - g); 72.4 (C - g3);
69.0 (C - g4); 72.2 (C - g5); 59.9 (C - ge); 61.1 (C - £1); 103.5 (C - £); 76.2 (C - f3);
73.8 (C - £4); 81.2 (C - f5); 62.2 (C - ).

:Bue =0 s-sed-sTE O ¢
ESsbln el GG 3 T e Gon] T e ¢ thoplnl peeda )
) H,SO4: CH3;COOH: H,0 1 :1 :8 (3™ Iaay Ll iy 87 ol ) o SC88ls ¢
100°C 3 K¢ g sfass
49 -0 cSoaf 1) Jal THRMN T D Uipiemeaadl ¢ 78 Bk
H-g soms Y, Higladala o )J=3.77 Hz) blo= 3 duiSD5 ppm 3 ¢ dgamun il
o holga bl Ja SDg) o I o H - gy SRS e i
i el i CH — gy ) J=10.0, 3.8 Hz) Blu= 5 dug@=A0 ppm IS¢ dgdigmeecibate

H-g o fDel o .uigl g, 8, H-giee Sose@oss

Laalagsl = 9.3 Hz L 1oz ¢uiD7 ppm 3 X3¢ T 3.58 ppm 3 Xz &0, Chithsm ppc i)

H-" SugoedH-g Hog |7 eeuossesoss 108 EEHH - g - o)
250 o Lad Ho g Hog | cecosmecond . 108 <y,

H-gs H-gs o Doy 53,75 ppm - 3.60 ppm & Cocay '

Yeblad dala( F N1 T e ™ bl ((alidl Swidala o F il o Ignidz s
YH-4F (L Soigb s 3 T 717 T )02t B o™ O sumes 1.7 S s Y
. 3.85 ppm S ZG &l 1 A4 G # idloa moudani
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Sucrose

Frpctose

gl

Bae <S 3 'H-NMR'. ) Uigisudaial ¢ 71 €708 385 49- (3

zog Al G0 lowadSEdle (A remcEUiCESa50- (i PC-NMR Gt el

3 Sl Rl T O 2 1Y Jimod F 6 g8 athl TG st oalit ) G
) Sod TBE((CH CH )Y B s SO T 8 (3 oY1 ) )CHy(¢Rend
O posdeili it ¢ 7 BT T O s l) 92.0ppm S Seemoilie sl g
o )C-6g( @ .103.5ppm I B ek elim T Q1 (C-R) Gaddd] smes V)
G2 lowF i1 59.2 — 62.2ppm | el A2 Il Gl Cef " Co1f T i)

2D — 3 e N N FeRESl T 3035 69.0 ppm” 81.2 ppm | Ll (8 3615 sk £
R [109)a el N &7 poidasd (Jis §¢ &g O s B ONMR
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Cls C-g

C-f,

J-mod ¢ £55Bsuc < e’ ubalaall o 7 708 386 50- Ui

C-g5

C-g;

C-g4

C-gl
C-f5

C-f3

C-f4

C-2

C-'fs/v T \C'gé

C-f;

C-22

J-mod ¢ £5$Bsuc <S - (60-120 ppm), L7 shaall U¥) -50- U5 [ g
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B 59X [109]0knf fam ekl ) Lagghfy § Laganfy 5 sh aba

Frpctose

'---nIHOH

"

Bsyc: Sucrose

:Byy =< s - - sB e

> m.p: 16-17 C

> 'H-NMR (250MHz, CDCl;, &, ppm): 0.98(3H, ¢, J=6.8Hz,(CH,3)15 ); 2.36(2H, ¢,
J=7.6Hz, H-2); 5.35(1H, m, H-9, H-10).

> BC-NMR(62.5MHz, CDCl;, &, ppm): 179.6 (C - 1); 33.9 (C - 2); 24.6 (C - 3);
29.4 (C - 4); 29.2 (C - 5); 29.3 (C - 6); 29.4 (C - 7); 27.2 (C - 8);130.0 (C - 9);
129.7 (C -10); 27.1 (C - 11); 29.5 (C - 12); 29.7 (C - 13); 29.6(C - 14, C - 15);
31.9 (C - 16); 24.6 (C - 17); 14.16(C - 18).

> ES MS (m/z): [M-H]" 181.24 [2M] 282.25 .

1By =0 s EO) ¢

&0 281.24 4l 3 K fim Y MST ES( & HSSal 13 Janaal 51 G5 g5 el
o el Alenall ptlf 3TQEIMT] s 28225 SR zosnoiMAHT

CS51-05 CigH3g0,
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[M=HT

By <S5 ES'MS ¢=) G--8551-2 -G8

5.35 ppm 3 =8 2ASF o $2- 5 TH-NMR (oubaliadl 67 7f €7 cnh e iadl
3 EnBH)  —¢2.36 ppm 3 K idhoa el Hy ¢ G S LCILET ) Uig E s
(ki )18(7 fudh y O Ui/~ 6.8Hz blua

H,

(CH3)18

Hy Hig H;

\/ "

88 By <€ 3 'H-NMR 3-%5-52-2 —5




3 REH §dyal sl I S i £85)53- 05 Jmod ¢ s, @) G il

ey

179.6ppm 3¢ Jgall " sl 3 E Uil m o I8 (b~ Gl W& Fht4.10ppm
)COOH( oS s’ ¢ wall” @i M) i

. N

Cy / ~ Cio

/

C,CH,

/C,CH3

J-mod t%E;Bn ‘—‘S‘)‘J BC -NMR 3-§5-53-- -8

Cn
Cu /
Cn C
C2 3

J-mod ¢ £55B,; <8 ' BC-NMR G-tk (idg-53-2 —(5 g &)
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J110] el (Ao ol ¢ B KB 7 @i o 1o el 3 151 A3 )
sl e 23B)) S pelagl Il i

Bj¢: Oleic acid .

: By = iaadis =t SO

* m.p: 135-137 °C

> 'H-NMR (300 MHz, CDCls, 8, ppm): 3.60(1H, m, H-3); 5.39(1H, m, H-6);
1.01(3H, s, H-18); 0.68(3H, s, H-19); 0.84(3H, d, J=6.0Hz, H-26); 0.82(3H, d,
J=6.0Hz, H-27); 0.85(3H, m, H-29); 0.92(3H, d, J = 2.9Hz, H-21).

> 13C-NMR (75MHz, CDCls, &, ppm): 37.27 (C - 1); 31.64(C - 2); 71.81 (C - 3);
42.28 (C - 4); 140.75 (C - 5); 121.73 (C - 6); 31.88 (C - 7); 31.91 (C - 8); 50.11 (C -
9); 36.50 (C - 10); 21.10 (C - 11); 39.76 (C -1 2); 42.39 (C - 13); 56.75 (C - 14);
24.29 (C - 15); 28.92 (C - 16); 56.75 (C - 17); 11.85 (C - 18); 19.40 (C - 19); 34.97
(C - 20); 18.97 (C - 21); 33.70 (C - 22); 25.41 (C - 23); 42.29 (C - 24); 28.82(C -
25); 19.40 (C - 26); 18.70 (C - 27); 21.07 (C - 28); 12.25 (C - 29).

: By =dipais s=sidsog o

3SFom S el 13 254 -7 U5 THINMR  eabalaall (6771 87 (8 (5805 (dilay
3 duibegia sl (BH) C @h&Scialh Sle f pwai3.60 ppm S S(1H )R
0.82 " 0.84 ppm I X)CHs(2;" )CHs(ps Uil 5Ranal £ naa J=6.0Hz —& Skl s
Uit e Qe vle55 0 sl e ppm
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Hy, H
OH l / 19

H, r'd I,

Bio oS 3e  —awdll 'HNMR . © Higlbecs 54-2 56

€550 2 V) e pEUS T GE 729 S8 BONMR L i) BEg Skl

@ egh#36.50 ppm T Cs < 140.75 ppm S S e O Gdlue £ iU

135 DPT & &5 £ 3SRyl 335 &) Uil «Cp3 . @ oglzd2.39 ppm Cyg

F R m i BIC, b ST @ Gkuala & 121,73 ppm 3 S gmotial, -56- Ui
7181 ppm 3K 00 & p e il 0y ooy

G Cis Cy Cig

Big S «” PC-NMR & £5-55-2 -(&
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YV V VYV VY

By : B — Sitosterol .

: Boy ptis s-sed-s oG E ¢

m.p: 202 - 204 C

Color under UV : blue

UV —visible A (max) nm: MeOH sh256 294 344; + NaOAc 279 391.

"H-NMR (400 MHz, CDCl;, &, ppm): 7.79(1H, d, J=9.5Hz, H-4); 6.89(1H, s, H-
8); 6.82(1H, s, H-5); 6.24(1H, d, J=9.5Hz, H-3); 3.92(3H, 5, 6-OCHj).

BC-NMR (100 MHz, CDCl;, &, ppm): 161.84 ( C-2); 150.66 ( C-7); 144.69 ( C-
6); 143.69 ( C-4); 113.85 ( C-3); 111.90 ( C-10); 107.85 ( C-5); 103.59 ( C-8);
56.81 ( 6-OCHj); (C-a4) ; 111.90 (C-ag).

EI MS (m/z): [M ]" 192.

: Boy =0 =S EO) @

o miz=192 38 Aigap”dAa858 -5 S el 13 dasel 00 58 e
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Bos ‘—‘S‘)‘J CJT 3 £ 58 :):’

H5CO CH50
X =
NG ||
HO o o) HO X ~o~
m/z=192 * 7
m/z = 164
z - CH,4
o)
C7HSOZ+
-CO HO )
m/z =121 +

m/z = 149

&) Gt Ll il 159 (s
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s 3447 252 279nm S Bed " dla Sl 1] o JUV( G 5 GBI X

60- 5 T el 8 0S pef ) J)NaOAc( 3 ielFeb R R (rhE s G 7
T3] el Gt WSs el GE 13 A=46 nm ey a7 oy LaY
ST %‘Z}*J § C&M e & d e iy e & o234l ” Murray ” S’
7- &Sl 18" Scopoletin 5! 6- methoxycoumarin < yall 1 ) F & laa 7 a8 5dl)

. Isoscopoletin g.si methoxycoumarin

MeOH
MeOH+NaOAc

2,04

1,5 4

1,0 4

0,5 4

0'0 T T T T 1

250 300 350 400 450

UV <adsl #¢ & -60- Ui

J= Lo dalybegie IS )IH (T DG Feirs peocbll- 8 THNMR G G5kl

TEf el N e H Hy T T¢d 6.24 ppm” 7.79 ppm 3 X9.3Hz

‘uiitik. 7 3l C‘S&A cda (3H)  <«5<8.92 ppm S‘SCCS‘SV O ST
JHg Hs & Hliz, €4l 6.89 ppm” 6.82 ppm 3 K¢ 3] Rt
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OCH,

OH ¢} o]

CDCl, OCH;

Bos <S 3 '"H-NMR (3¢5 61- (b

3137114 113] el el e AaXadled (5 PCNMRT @b (B8 (i L

|

T e Frtsh guihd GG T bk
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OCH;

C
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YV V V VY

H4CO

HO 0 0
By4 : Scopoletin (7-hydroxy-6-methoxycoumarin) .

1By o= Sy 5=t =5 B ES

m.p: 143 - 145 °C
Color under UV : blue
UV-visible A (max) nm: MecOH 292 342.

"H-NMR (400 MHz, CDCls, 8, ppm):7.60 (1H.d, J=9.4Hz, H-4); 6.84(1H, s, H-
8); 6.81(1H, s, H-5); 6.25(1H, d, J=9.4Hz, H-3); 3.94(3H, s, 6-OCHz) ; 3.91(3H, s,

7-OCH3).
ES"MS (m/z) : [M+H] 207.16 [M] 206.11

! By =0 =gt EO) e

342 nm 292 nm £ Cpacbl) S bl Chdh b 163- 08 S8 6 )UV(GBEG b
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~8¢he207.12 S hoar s T Al Jheldded (oSl 1 2 G
65 G T STt dSa bl S8C) H0, g Fs [MHH]

[M+H]

By <S e g5l 3 4564 Ch

H3CO H3CO
X
HsCO o~ ° H4CO o)
t. S+
m/z=207[M+H]" m/z=179
- CH;,
o)
HaCO o)
L+
m/z =163

By < Lot IGE g oS85 L8
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& 300l G dllS al 13 66 -5 THANMR  ublaal 6771 €78 380 (Kl
¢\)OCH3(; )OCHs(s §0 & Sfaamiald 391ppm 3.94 ppm S S(3H) O

CHy' Hy 5 gl 9.4 HzBua § dabaid it Gl ¢ gl FilaYods

=

== = =1 =

a2 = o = -

> o -~ ~ o =
e~ ISNESN .

- =

o~ o ] |

=—0.292
6

Ay

OCH;, OCH,

B, &S 3 'H-NMR $3-§5-66- -0

= = = =y e~ ==
— oo o NS [PNE=N N =
N = oo ~ o a2
o EN oo oo ~
el e = NN VARV

B <S¢ (6-8 ppm)E ' H-NMR Gib' Bip66- Ui~ §da
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el 150 AT [115] ¢ 8 ligfied aal el Al 2 el ¢ iy e Jlaa

= R

B4 :Scoparone (6,7 - dimethoxycoumarin).

rs\sdsoigda -1-6-2-111

: Bey - dipstis s -s & E
» Color under UV: blue
> 'H-NMR (600MHz, DMSO-dg, &, ppm): 7.87(1H, d, J= 9.4Hz, H-3); 7.18(1H, s,
H-5); 6.74(1H, s, H-8); 6.18(1H, d, J= 9.4Hz,H-); 3.78(3H, 5, OCH3).
> BC-NMR (150 MHz, DMSO-ds, &, ppm): 161.23 (C - 2); 151.78 (C - 7); 150.09
(C - 9); 145.04 (C - 6); 145.04 (C - 4); 112.21 (C - 3); 111.06 (C - 10); 110.17 (C -
5); 103.33 (C - 8); 56.57 (OCHj).

:Be; Fpalis -l O ¢

G & §¢ )8 & Bincrassatum Boiss - 3 Qs § s (K o S gl 1)
S8 s ¢Sl 1 55868- (5 HMBC % 2D G 45 -67-"suié  'H-NMR
6 s WTESaadly G SSgiG ) (OCH;)  #E H gKaags

.Scopoletin Al Ao € jaf 2da

100



H;
H,
NN 5 67-- Ui
3-$56
" 'TH.NMR (3
| - OCH;
C1
| OCH;
Cs —c
| Cio
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G
G,
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: B = dipetis s—setW - sGE

\4

Color under UV : yellow
» UV-visible A (max) nm: MeOH 269 Sh 306 368; +NaOH 281 326 420; +AICl;
272 Sh 306 Sh 347 424; +AICI;+HCl 272 Sh 305 Sh 346 424; +NaOAc 282
Sh 326 420; NaOAc+H;BO; 267 299 368.
> '"H-NMR (600MHz, DMSO-ds, &, ppm): 8.01(2H, d, J=8.9Hz, H-6"); 6.87(2H, d,
J=8.9Hz, H-3', H-5"); 6.15(1H, d, J/=2.0Hz, H-6); 6.40(1H, d, J=2.0Hz, H-8).
» BC-NMR (150 Hz, DMSO-ds, 8, ppm): 176.48 (C - 4); 164.46 (C - 7); 161.28 (C
-5); 159.76 (C - 9); 156.74 (C - 4"); 147.39 (C - 2); 136.23 (C - 3); 130.07 (C- 2", C
-6"); 12242 (C-1";116.01 (C-3',C-5";103.61 (C - 10); 98.77 (C - 6); 94.04 (C
- 8).
P B =dpaissmde-gT e

SAAE Al T EEEd A ESAUV) Sdg gkl T s

Gsn T A & S el | Caan ) 5 YAICE 2% (7 N Ao BUi R RS
S el 13 Aadl (UV) Gt 7 g sOE Yy 5 3 adsall Ao ids iFS ane
(NaOH) 3 Sl X) 8368 nm I &gdak " Ctadhay 5 Ul (345469 U
326 Al § Eriip ¢k Gzt 58l 380 A rhd S2nm e z g U N1 o)
Qsall Az BIOH (T 00 1S aan @ T A K pgede ol o e Ju )y nm

G 3 & &I 3T 007wl A Uil U 858 e ) pela S
zhoa) . 13nm ol )IT (s #L5i X elo€ jaf 15 Jasel (NaOAc) BEGs
Flaaa S gt e AL T el A7 il EaEF O GAICT; + HCL) A RISEH( - Calac S
Ll 3 Gy LY(AICL+ HCI )3 ERSAICL) BE Fusme] )5 (sl S -3 o3

IB( & 331 e S0l Sidioed

102



MeOH
MeOH
MeOH+NaOH 0201
025 MeOH+NaOH+5mn
0,15
0,20
o1 0,10
0,10
0,05
0,05
0,00 0,00
" 250 300 350 400 450 500 250 300 350 400 450 500
MeOH
MeOH
0251 MeOH+NaOAc+H,BO, MeOH+AICI,
06 MeOH+AICI +HCI

0,20

b A/\\//\ "

0,10

02
0,05
000 .
250 300 350 400 450 500 0,0 T T T T — 1
250 300 350 400 450 500

B, S 3 UV F e #¢¢71-69- (3

Lo 7 Hfgish g’ ) 85 270 - 08 (eabladl 671 T GG Flaa
6.40 " 6.15 ppm S8Hg ~ Hg Las)A (Fuil & O Ui e J= 2.0Hz blua s duiya
& poF= 89 Hz hlp=sp dadyaizdsl”  (2H ) @O & fed puegdly ppm
sl e 6.87 ppm” 8.01 ppm S X)Hy , Ho( YHy, He( = & 340 )B( &l & O Uip

L]

cesci) [ 1-72-06 DPT135¢%6:8 &) 34 71-05 BCNMR G463 % 1)
Fl 0 o &0 Gin s S8 AT ES jediiala L F0g Wl Ikl
[116] g selagdg” &l
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H,, H¢'  Hj', Hs'

Hg Hs

OH, OH,
OH,
B, <S « 'H-NMR & £5-70- (&
(0%
G
Cs' c
8
c, C5C4' Cs Cy' C, . Cq
C4 C9 C2 1
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(O3
(O3
Cs'
C¢'
Cs
Co

B, S . DPT 135552 ') 3¢5 72-2 -

OH

OH (6]

Bk : Kaempferol (3,4,5,7, — Tetrahydroxyflavonol ) .

:Bo Spais s-sed - sBE*

> Color under UV (+ NH3) : yellow

» UV-visible A (max) nm: MeOH 255 Sh 298 374; +NaOH 279 324 420 ;
+NaOAc 255 272 Sh 321 Sh 321 380; +NaOAc + H;BO5; 259 388 ., AICI;270 Sh
331 450 ., AICI;+HCI 265 353 426.
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> 'H-NMR (400MHz, CD;0D, 3, ppm): 6.18(1H, d, J=2.0Hz, H-6); 6.39(1H, d, J=
2.0Hz, H-8); 6.84(1H, d, J=8.4 Hz, H-5"); 7.61(1H, dd, J= 8.4, 2.0Hz, H-6");
7.72(1H, d, J=2.0Hz, H-2").
> ES"MS (70ev) (m/z): [M +Na+H " 326.4 [M+Na] 325.4 .
:Bo=dipatis s-isdp-sZE) ¢

15 e dd A0 A gl pgT) a S Z)UY (R ikl oSl
condS el | Cuns 374nm Crds” b )l (FlalaShen gl 73- 05 Sl

13 Pl -
) R
MeOH MeOH
109 MeOH+NaOH 109
MeOH+NaOH+5mn
084
0,64
04
024
004 ;
250 300 350 400 450 5
MeOH
] MeOH
+
MeOH+NaOAc+H BO, MeOH+AICI,
" 1 MeOH+AICI +HCI
1,04
0,84
0,84
0,6 4
06
04
0,4
0,24 Y 02
0,0 -Lp :
00 260 300 350 400 450 500 250 300 350 400 450 500

BQ &S - UV g8 £¢¢71.73- U

G Ui EAlRI I 6nm S diall s S el 1) Al ) (FI K F 0T sdeislad)
¢ roellpahlih o 4 adad GG K e gl Lo Ja(NaOH)
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Gibe Tl GUEtE il e B304 m ISt A el
SR 24 Lrdidi gyl pgk pobadl X3 F OBl e S0l ol
Sl Qo U HCI( S el RISEr & DAICL( GUbi S g 8 amnall GEBI Emy
Fods O (S g0 shpibad)) |5 dodl Aos 00 (S anad g
S a7 sl 32 )AICT + HCI( G €5

ThlE g Rl g8 Jhel (SGal 13 ) BSTMS (G Alsasall £ 5 £t
(CisH 007 asall gl - &l

[ M +Na]"

[M+Nat+H]"

g

Bo <€ e =)l 3 & T4 i

Bypap on S a1 THNMR ) Do) ¢ 7 €7 G e e
S75-08 T )
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H,' Hs' Hg Hg

B &S ' 'H-NMR G £5-75- Ui

HS' H8

Hq

By <S«” (6-5 ppm) 2 H-NMR 3 ' (5875 - (5
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CS el 13 el Fthl T35 [117 Jan sl ¢ Fuscndls &80 & Cliadll ha IO

\4

LY

T

Bgq: Quercetin ( 3',3, 4', 5, 7 — Pentahydroxyflavonol ) .

: BQg w-Badxs s— ¥ -5 sH ¢ ¢
Color under UV: Dark purple
UV-visible A (max) nm: MeOH 261 Sh 299 367., + NaOH 271Sh 324 403; +
NaOAc 271Sh 324 407., + NaOAc+ H;BO; 262383 ., AlC15272 436., AICl; +
HCI1 275 434.
"H-NMR (300MHz, DMSO-ds, &, ppm): 6.25(1H, d, J=2.0Hz, H-6)., 6.40(1H, d,
J=2.0Hz, H-8); 6.75(1H, d, J=8.5Hz, H-5")., 7.49(1H, d, J=2.0Hz, H-2")., 7.65(1H,
dd,J =2.0Hz, 8.5Hz, H-6')., 5.35(1H, d, J=7.6Hz, H-1").
BC-NMR (75 MHz, DMSO-ds, &, ppm): 177.98 (C - 4)., 164.63 (C - 7)., 161.71
(C -5)., 156.78 (C - 2, C - 9)., 148.95 (C - 4')., 145.32 (C - 3")., 133.96 (C - 3).,
129.49 (C - 6")., 121.58 (C - 1")., 116.43 (C - 5")., 115.68 (C - 2")., 104.40 (C - 10).,
99.17 (C - 6)., 94.00 (C - 8)., 102.27 (C - 1")., 76.33 (C - 5")., 73.67 (C - 3")., 71.69
(C-2")., 68.41 (C - 4")., 60.62 (C - 6"
ES MS (m/z): [M — H] 463 [2M —H]" 927.18 [M —H — Gal] 283.26.

:BQg w5 s-sda-sg O ®

Sl Jar76-5 T Halh A 360nm I ( FiEl dad s (UV) Sdir 3 528 ol T 7
Clalla 3 S el 757 ) )NaOH (3 Ui @dlXIe8 3 adsdl 33 2577 Q1T

13
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4 sl B BYOH (7 B ey 49nm gosdes Sl B
Fibadll 7 gdedl B 00 (R gt e J2)323nm 3RS Gl
Craidly dsickdia d <S el T i (M )AICK + HCE (g SSgn( gdack 87 G e
LI Gprd gabadll a5 sl idE” oi% e J2)42mm
L S g A G FAICE + HCIC )AICT( BECs g s 85-29nm  ~Er Jaall 5 AplacsS
Sadall Féala Sh 7 e ) derb Y35 2 1 B (Fusl el JeS 08 Siciioes
2Inm  —Crdidl s Jsickadh A S Wl T ) )NaOAct H3BO; (o488 ddlal 38

1,24
" MeOH
] MeOH+NaOH
107 MeOH
104 MeOH+NaOH+5mn
0,8 4
08
0,6 o
0,6
0,4
0,4
02 0,2+
0.0 T T T T T 1 00
250 300 350 400 450 500 ZéO 38)0 3;0 AéO 4é0 Se
1,24 " MeOH
MeOH 0 MeOH+AICI,
"1 MeOH+AICI_+HCI
MeOH+NaOAc+H3+BO3
0,8 4
0,4
02 \
0'0 T T T T
250 300 350 400 450 500

BQg &S ' UV ¢l #¢¢71.76- (i

gyl tdfashe oS ¢ 7708 THNMR  eublaall 677 F 678 5 ¢
 Hs - ¢ 50 J=8.5Hz blua » Qa( Sbalh e 6.75 ppm 350 o ihibs )
e 7.65 ppm 3 X Hy - ¢ 5@ J=2.0Hz blia p G SoiaUh e 7.49 ppm 3 X
Hg-" 758 J=8.5Hz, 2.0Hz Ll Caxddd( sobgiaisa
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e B SRkl ol Shuighg T AL o LA (Easls SHua
ppm 3 Xy =2.0Hz Bl L Figmen it bl OB (#Faafs O g JX
tHg -C#hag6.4 ppm 387 = 2.0 Hz L= bl )d( ¢ Sbmee ity 2¢50¢6.25
G O TS S8 e Sl e il I Quercetin <UF T Epdil L=l 1% gl
Toate’ G eut™ 7 ) Uigladayy = 7.6Hz Blua 3 duiS35 ppm 3 K¢ Sgmue il

¢S |

Hz' Hs' Hl'

BQg < o 'H-NMR & &5 -77- (&
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H,'
Hs'
Hl”

H'

BQg <S ' 'H-NMR G&--th) (58g77-2 (5" §dw )

Fehgsd  m/z= 463.08 3 KA (ESMS) Féghawall 7815 F5f G &5 Bl
F-th' oSl (sl X [M-H-Gal ] - ¢4 m/z=283.96 3X4¢l [M-H]
. C21H20012

o &, Tishe9-1F HMQC drscieabladl ¢ 77 87 BEs FaaSTaS
73.67 ppm ¢76.33 ppm ¢<102.27 ppm SR o @9 LR O G
SO od)y 1Y) sl 18] el s 60.62 ppm - 68.41 ppm <71.69 ppm ¢

oSl &
FSgisdl Toadel (B g0 s le LAR680-05F HMBC Gl &4

RN st @ G Hpe s YT D0 LS,
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,H]'
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H-Gal]
[M-
N\ /
[M-H]"

[(M]”

585-78- Ui
N S I §
BQg

Cl“

Ce

HI"
—Co)
H
Hy—Co) (H, |
( H n_ Cl )
(H, N
‘/H6'-C6'

H " H2|'H3" H5
4
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"

NS

(HSH’ C()N)

(HSH’ C4N)

(Hy', C¢) —> (Hs', C)

(H', G —

—
(H', C4)

H,", C)

(Hy', G5, Co)
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BQg < 5 HMBC & £ -80- Ui

2 118 ] aoall g X

BQg : Quercetin - 3 - O - B - galctoside (Hyperin) .




vV VvV

: By = asis s-ga¥ =g s
Color under UV: Dark purple
UV-visible A (max) nm: MeOH 256 356., + NaOH 271 327 403; + NaOAc 270
Sh 323 395., + NaOAc + H;BO3; 264 300 376., AICl3271., 430 + AlICI; + HCL.,
274 414.
'"H-NMR (600MHz, CD;OD, 6, ppm): 6.18(1H, d, J=2.0Hz, H-6)., 6.37(1H, d,
J=2.0Hz, H-8); 6.85(H, d, J=8.4Hz, H-5'")., 7.62(1H, dd, J= 8.4Hz, 2.0Hz, H-6").,
7.64(1H,d, J=2.0Hz, H-2"). 5.09(1H, d, J=7.7Hz, Glc H-1"), 4.49(1H, d, J=1.3Hz,
Rha H-1")., 1.10(3H, d, J=6.1Hz, Rha, H-6"").
BC-NMR (150 MHz, CD;0D, &, ppm): 157.98 (C - 2); 134.27 (C - 3); 178.07 (C
- 4); 161.66 (C - 5); 98.60 (C - 6); 164.75 (C - 7); 93.51 (C - 8); 157.19 (C - 9);
104.27 (C - 10)., 121.76 (C - 1'); 114.70 (C - 2')., 144.51 (C - 3"); 148.47 (C - 4").,
116.32 (C - 5'); 122.19 (C - 6'); 103.37 (C - 1"); 74.38 (C - 2"); 75.88 (C - 3");70.04
(C - 4");76.83(C - 5"); 67.20(C - 6");101.08 (C - 1"); 70.88 (C - 2"); 70.76 (C -
3"™); 72.58 (C - 4™); 68.36 (C - 5™); 16.54 (C - 6™).

:B, =g s-sdp-sg EO) ¢

)l (g Ay (UV) gdtdd M pSdl Sde aeeiid
& G)NaOH (S Uil SINE3 sl d gf L "l ¢S U856 nm Lz dial s

S e JuHaTamzoed I( FbSasi eglpi B T gl 8 S

il 8 GeEr K e S gt e J0)323nm TR Gl 4 pdaall B T Gk
3B Q3R B( @ e T U0 B Sdeed Ll S8 T ddsdl Gl
" )AICL + HCI( )AICLK( 445 Fueds 316 nm Cr@adl’ #diuf ¢ rd Fibad
3 LANaOAc+ H;BOs (( BEGs Fuvers 890 nm pdiag Fdakl L] "+ () e Gladlly
Sl QIKEX 355 sl 3T LEF K e S gt Gl (el T sl S
AICK + (386 |7 el ot sl O gal (3 €5 FQs D) (Fdak #E7 ) cdighal
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0,5~

MeOH MeOH
MeOH+NaOH
MeOH+NaOH+5mn
0,3
0,2
0,1
0,0 T T T T T
250 300 350 400 450
MeOH
| MeOH+AICI,
i MeOH "] MeOH+AICI +HCI

0,6 0,6
MeOH+NaOAc+H,BO, 0sl
0,4
0,34

0,24

0,14

0,0 4 T T T T
250 300 350 400 450

1
500

B, &S e UV ¢ 8 #g¢71.81- Ui

soa 3 IS el 13 THNMR D Uiglemtsdiall 6 7T 87 O e e
Uit U soat Pl FEaYGBD LU E gl Aoag dadl T ted
J=7.74Hz L= &uiga09 ppm S RIN L 8T E Ui sl g
S LaideA9 ppm I K¢ fibiged ¢ LAWY 1 £ 00 a pilBSt £ U g
SO S o g EhHIST ) R ) el B ddals A = 131z o)
oAl T sy = 6.1Hz Blua 3 dudhd 10 ppm 3 K 3H) ~ &HdF dgmun i)
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Hy'

H,'
H8 H6

H'

B, << ' 'H-NMR & §5 -82- Ui

H-83-1F HMQC & & SR Ll " @i'cd Hua oala Kbl

Hyw 021l (B s V17 Sk 0'agoSedi s8Il 84-03 HMBC G &1 | &

Ses6 1 -5 dmd 80 TG e uat ) T Ce T 4.40 ppm S
. Rutinose” ¢Sl Uil | sk L3

[ o—Rhamnosyl (F 6) glucopyranosyl ]

C; L ), CyiageSgdl o ih s T L3 sy by agdi)y T
Hyp gowes 7 50!
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H,' /

H¢'

HS‘ H8 H6 Hln gluc Hlln R}la

Cs

Cs
C," Rha
C,"Glc

Cs'

C¢

B, <S 5 HMQC G &5 -83- Ui

H4"

HS'" l

C6m

(Hev", He")

HoH) K e HY G
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H4" H3"

" "
Hﬁb s C6 H6a"> C6"

N

C6"
Cs" Rha

C4"

X C," Rha
C," Rha

HZH, CZH
G, gle

Cs" glc

Ci"glc

B, < ' HMQC & €5-83- 4%~ b

H]“ Hlm

(Hr, Ce)

(Hy Gs)
N\,
G

B, << s HMBC & ¢ -84- Ui
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B, <Sef 17 . [119] e sl i sz 80 > Ciadll 5 BN

B,: Quercetin 3-O-a - rhamnopyranosyl (1"' —»6’) — B — glucopyranose(Rutin).

TAL, " ALy ® it s-ged-g bt e

Fhodaasll 3 B T poipall FE§0 Thdl o e A S A el e s

e Aa ) HPLC (3 Esgbegd Ty (7888 3ail 55 ¢z Gl 23 & geanede 0O
CAAR ESE U bl Lah gl ) ffe i (=2 TSELAYI T HUY(
£tk Lalyant Q)

Logs) ol gy = 7.93 mn e sl a85- 03 ALy S el e
347 nm S I (Fdak anbly "d ¢ 86- U5 Luteolin 7-0- glucoside <S yf
JUV( G & 47 108e 255 nm
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AL; &S 5" HPLC / UV Uk (5-85-2 -0

-86- s

G th b aclily “wd tr=4.70 mn U bogs) Uahel 35887 (5 AL, @Sl
" (% Chlorogenic acid A 5Ulg «sllF g =G 210nm~ Sh 237 323 nm : )UV(
AT Fosalb[120] el e Liadl ChaicX S 13- 88-
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AL, <€ 50" HPLC / UV JUi ym - 87 - Ui

[ ( Formic acid 90%) A (Acetonitrile 1%)B ] :oalas! @
t(r=4.70mn 0.4 m/mn Qé-U . J‘é .
500 nm” 220 ¢ Sgs UV-VIS 3§ *

OH

OH

-88- Ui
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: Bunium incrassatum Boissébsdsbad) £ s (SGC/MS psoze 3-111
1& s T WRdl-a)-1-3-111
A5l (8 ) el ks B Bumim 3 ¢ B eligd 3 I8 U aea s ks
S Tdnaige sk ) 2012( gl
:Hydrodistillation ¢=3d J-gbERibbE Trudisss-dvival) &l 2-3- TIT

Fasfadais V) OB( Fisldd ¢ YA(FLSIB. incrassatum - 5 Spiy ———a)
z3l" "Clevenger "oacglexivl I Gl ieHeAi i) £ 857 (200g) ) s> )C(
GCMS' GC ™ dai N ¢St le daaniall 3 guhls 563

ettt dpgere 3 -3-111

F 103l @l Gudafl F el 57 TGO @bl Gudal gl i iU F aica il oy

g1 el g (bl g Sl s Gl ¢ fax 335 02 G5 GOMS(¢F ¢ Edant

TG rhoENp(begsd) T o sl (e T RRIbogisdl T oS Gap i Gl g
FE 2 i )l T FESe G LR a S F BT o el 5 8 sy o)

:GC ——yig ¢

e S e ) s Agilent 6890 NGC system  uag | Laxip s ) Flae

IGOMS( & &0 g5l plar’
1) GC/MS( < (gig ¢

FSC ¢ "2 " am jexe Agilent 5975 GC-MSD oy Fheldy {55 Fle
D Jall T e T 8 Jemde Cus )i 5 GE 0.25 D sams <0.25mm*60m(
DEST T T0.8(
T 40C i SE i e s dubaiseiuigals 60°C IR e p it A
. 220°C 385 zyalics & o8

123



250°C 2 " Ca IW gz rodils ged 70eV E S S ue b & Fidani ) pels

wiley GC/MS Library, Adams ~ Mass finder 3 Library (5{‘.—15@7-.3,)-‘\‘x 2 J—é C‘fi.—w
. )Library

ok sz Ead zisIts4-3-111
3l Tane T %814 3 aiFElE T 28 e i Sl leb Ha I
Caryophylene oxide 31.0 :# Faa )A( 880 g) N gready  3auhln Al
. Germacrene 5.8 B- Caryophylene %7.2° (Z)-B-farnesene %8.7 "

%26.8 1 Fere %85.2 3 3w GUE 40, 2 el 7w )B( F S lall Fpladu]
B- %5.8 " Germacrene B %7.7 ~ Nonacosane %11.6 = Caryophylene oxide &z

. Spathulenol %2.5" Caryophylene

4474 —dadl < %754 2" w0l 24 s )C( FS bVl 3T Ea b
.Eudesma-4(15),7-dien-1b-o0l - %4.4 " Spathulenol- %5.34 " Nonacosane

12- R DA EESAIL - Eal e Gkl K kgl o 1)
DA (FLSetiop8) L8 oSl Al s Uil Fotsd 0] B(ELS

)O)F £t 91-08 1 )B( ¢St 0890-Uk
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.

o) F LSl 3 apas gl o Gl S11- T g
JA(E-L
i s S
Lol s N
% ted
1194 Heptanal 0.1
1218 B-Phellandrene 0.4
1255 y-Terpinene 0.2
1288 p-Cimene 0.4
1296 Octanal 0.4
1548 (E)-2-Nonenal 0.6
1612 p-Caryophyllene 7.2
1650 v-Elemene 1.6
1655 (E)-2-Decenal 0.9
1668 (2)-p-Farnesene 8.7
1687 -Humulene 0.9
1704 y-Muurolene 0.4
1726 Germacrene D 0.9
1854 Germacrene B 5.8
2001 Isocaryophyllene oxide 1.3
2008 Caryophyllence oxide 31.0
2037 Salvial-4(14)-en-1-one 1.3
2071 Humulene epoxide-II 1.9
2123 Salviadienol 1.1
2131 Hexahydrofarnesyl acetone Tr
2144 Spathulenol 0.9
2243 Torilenol 0.9
Caryophylladienol II
2324 1.8
(=caryophylla-2(12),6(13)-dien-5a-ol)
Caryophyllenol I
2353 0.7
(=caryophylla-2(12),6-dien-5a-ol)
2369 Eudesma-4(15), 7-dien-1B-ol 2.1
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Caryophyllenol 11

2392 4.9
(=Caryophylla-2(12),6-dien-53-ol)

2500 Pentacosane 04

2900 Nonaconase 4.6

b F Xl FES Y 3 g a5 Gl -12- T Ag

RRI . .
y oy B(E-451 | C(E-
i) ot . kg

1032 a-Pinene 0.1 -
1194 Heptanal 0.3 -
1203 Limonene 0.1 -
1218 B-Phellandrene 0.2 -
1255 v-Terpinene 0.1 -
1280 p-Cymene 0.1 -
1296 Octanal 0.4 -
1400 Nonanal 0.1 -
1548 (E)-2-Nonenal 0.8 0.5
1553 Linalool - 0.1
1612 B-Caryophyllene 5.8 1.0
1650 v-Elemene 23 0.4
1655 (E)-2-Decenal 0.8 0.3
1668 (Z)-p-Farnesene 5.1 2.3
1687 o-Humulene 0.7 -
1704 y-Muurolene 0.3 0.5
1713 7-epi-1,2-Dehydro sesquicineole 0.4 -
1726 Germacrene D - 0.6
1741 B-Bisabolene - 0.5
1744 a-Selinene Tr -
1796 Selina-3,7(11)-diene 0.4 -
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(eudesma-3.7(11)-diene)

1854 Germacrene B 7.7 1.2
1945 1,5-Epoxy-salvial(4)14-ene 1.0 2.4
1945 Dendrolasin -
1957 (E)-B-lonone 0.5 -
2001 Isocaryophyllene oxide 1.3 -
2008 Caryophyllene oxide 26.8 -
2037 Salvial-4(14)-en-1-one 0.9 -
2050 (E)-nerolidol 0.2 -
2071 Humulene epoxide-II 2.0 1.7
2123 Salviadienol 1.3 2.0
2131 Hexahydrofarnesyl acetone 0.4 1.2
2144 Spathulenol 2.5 53
0.8
2243 Torilenol 2.7
Caryophylladienol I
2312 O Tr -
(Caryophylla-2(12),6(13)-dien-53-0l)
Caryophylladienol 11
2324 0.8 Tr
(Caryophylla-2(12),6(13)-dien-5a-ol)
Caryophylladienol I
2353 0.8 Tr
(Caryophylla-2(12),6-dien-5a-ol)
2369 (2E,6E)-farnesol 1.3 Tr
2369 Eudesma-4(15),7-dien-1b-ol 2.0 4.4
Caryophylladienol II
2392 YOPY 4.8 4.1
(Caryophylla-2(12),6-dien-5p3-ol
2300 Tricosane Tr -
2500 Pentacosane 0.5 -
Tetradecanoic acid
2705 - Tr
(Myristic acid)
2822 Pentadecanoic acid - Tr
2900 Nonacosane 11.6 44.7

RRI relative retention indices calculated against n-alkanes
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% calculated from FID data

Tr Trace (<0.1%)

Abundance

TIC:E1086D.D\data.ms
2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

0\\‘\\\\‘\‘\\\l“\\\\‘\\\\h‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\

10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00 65.00 70.00 75.00
Time->

o e DA(EERST U < U-89-Us
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Abundance

TIC:E1086A.D\data.ms
2600000 4

2400000 4

2200000 4

2000000 4

1800000 4

1600000 A

1400000 4

1200000 4

1000000

800000 -

600000 -

400000 -

200000 -

U\\‘\\\\‘\\\\"L\\\\‘\\\\‘\‘\\\l‘\\\T‘\\\\‘

10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00 55.00 60.00 65.00 70.00 75.00

Time-->

DWANB(FesM s o (7-90-0k
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Abundance

TIC:E1086B.D\data.ms
340000

320000
300000
280000
260000
240000
220000
200000
180000
160000
140000
120000
100000

§0000

60000

40000

20000 \JM

l“H“JJ (1N

0\\‘\\\\\\\\‘\\\\‘\\\\l\'\\“w R L

I I I I I
10.00 15.00 20.00 25.00 30.00 3500 40.00 45.00 50.00 55.00 60.00 65.00 70.00 75.00

Tima_>

L SBEANC(ERENIE S -91-08
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Bunium incrassatum Boiss Q¢°KW&-&§J¢5‘E@%¢U‘ Qg«e&uwg 1-1-V

cn dag-1-1- V

cedy zOoundal O 4 asl 2 St o el T 2 Gim ols) T aoiok ST S0 3
Gi—h ) Fokl eofo G WYT ol Sk o e i gl T ST eg

x

DAkl g T ASizplastane Ay

1 af 1) Penicillin -1 ¢ U=£1929 #g¢ "Alexander Fleming" SoSfes iyl
b, R GU Bl p) Uit Saddadblls dSIES )G cud)
SR j0a Lotk ASIog oS Alad” 7 ol s ST 15GELN %771957 Fe
O Soerdiia” as Y sl A sl 0 A ST T3 ST gl
S 28 sl uét-ku-n AT i Stryptomycin (¢ ©%)¢  Erythromycin

& ¢" Naldixic acid > 3043 ¢ 5 Chloramphenical

Jsa CS) Procaryot 7)1 41 Ia)) a0 A 4y jeae Ol Ll L8 L sl GaUicS

I I T T DR RETERS RS g SR U 17, [ RS RN TNy
TRT gV g of badl b ) Ayendie IGEN T FE Le WA oG5S

Cogla Sl Wig o pptd  ood Gl 38T T T sk

Bactericidal(CMB) ~ 5—‘3 Sf | Bacteriostatic (CMI)

S0 @RSy p T L 2 S & Lag y )T penditAf s syl

o 7y 1 Ual R El s Lol sy Sord cul dugdal 3 cugl peleuap JI dadl
c&,_kéievi & 2gya—t &_LCLL_Q Toauaf o k_l@T }i GJJ;Y\ a «_dazz’ Jef ¢ G S - Y]
L1217 #3830 Lotk e ik

1 peiead) @ity -2-1- V

Cagss SuuizFbodcsz 3oST ol Giadd Felads

oal s cﬂ_“aé@j ok B g sof i) Cagh g Gl o
3SR SraaST T T SR pk 2 VT Al 2 2

L LEY) Gayb T SAntibiogramm AR i Ll Gilhd 15 odas) & G o) ac!
-131-



s3SI 33T Gisoi Xty . Whatman(3MM) Guscual (i) s Sy sk 57
GEE 3 b s b s Lotk a8 gt o T

S-S Y

ST Agibdinoculum  ((GodciRowir FSE T satb 3F S Uidneed
T diedldas FE T gel) Lt dad Sl s cadleniul) oS e AT
L oob G Goul® ok oar ¢ Gl poRSe oD Ui o gk

:CMI B s 31 g s o prs e guby

omh @)l SSs & MicT oM s,
st (K 37°C  zluis FrauadilSal 7 & 24 T 18 ASds i Liisdsa
WIS G 1 S GULLEIE0 N0 dep og7 Tk et Gl Fauihds
i TEEIL ¢ Sle LYK NCCLS b icsdsS §) ) o @@isail Ua i 27 7 Y

1124123 -122]s 113

s it d mJudoh-3-1-V
2 Y tﬁ B.incrassatum 2 “—\Jﬂ:i‘ LJ)#LS%CQ.—’%T :‘-“—’“é“éths-‘ :Q-‘ﬁdt&uh

Y (2R3 7 Gram () UV EEe Gram (1) IU$TEE £S5 Anpes
Do d YA daa e

s e SIS "Ub 205 $B.incrassatum ¢ T Ot Lad Lee o3 (e ‘_,,J;X\ é&\é\.\’ RS S
s JWeike e G L B

j&e‘mﬁ&ﬁ 1 ySaall 7 ’ D% Bincrassatum > Sgr F o=z j.t‘ CCW‘—’“—i‘:\-‘-‘JC@“ ol
ST el s lip g i I T e O SIS Rl dadal 7 (ST
(CH.U) Ak § alapugdon o S T o 30" Clue” 1 i Saa( Lotk & (il " )%l

C\.‘gtdﬂ S ady) o

[CH,CL:MeOH] ]1:1[ oafg S Felol dagel e pd Sl ud

G efa ACOEt U= 3¢. CHCly u=F )¢ .o s B.ncrassatum 2 <=5 (s 3 ¢’

-132 -



dmg/ml  Asde 3 5 jumat s aie Bl 8mg/ml wisgi YA (B gt Gy
05mg/ml T e #§ 75 2 ogdil G Guis! =g ¢ #8&SImg/ml 2mg/ml
3 SE& smm ok 1 Whatman(3MM) Gos co= ol ssasd ) o ) 38¢0.25mg/ml
3,820mn ¢3 Autoclave o 23 a8 [adas @ 10ml <@l Guog)s @l

A0pl J8als lir 57 7 Ghue w85 lele Lial o § 8 Guid S Ein120°C zlwis Fg o

O ) F IS sk ATCC A ey s YD IV 7 X87 1 &

CHU SeglGuispldii Q@ gl (4w y ¥ Lad@mKE" |+

Leaadai oSl (s sl i S oY 207w lle GRS T g gah gads
S13-G %1 G

e ob upka VT Z13- ¢ i

SR g gl SUE s oo
Gram (+) Gram (-)

Staphylococcus aureus ATCC 29213 Escherichia coli ATCC 25922
Staphylococcus aureus * Pseudomonas aeruginosa ATCC 27853
Streptococcus o * E-coli (*); Pseudomonas aeruginosa *;
klebsiella pnomoniae*; Proteus mirabilis*

Serratia®; Enterobacter sp*.

INCCLS A ikl »isk ¢ 3 g X Ldra gl 3 LS 31 iqsipd o) Jou g8 0
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38T "l T 5" ScBacteries non  exigeantes il Jif Lodez izl +
D Sledehln 0y K s waliioa 4mm T ' SwigM-H 3¢ T antibiogramme
)i 2 30mn 3 37°C zduls Fo s BlbY) ey
8 scegpnlid (i 5 L Bacteries exigeantes Fzbly Ldisr Friiw
FRoand) 3 GBisy g ik Sl (Chocolat) 5%  <SUi¢! 3 4 asxS M-H
SO Y A ol ah g p&24T 20 E e i
lemdi [ (5 o 1 el g (B3LEs IS B AL86E Y T 57 Ta s 5
Lotiske 36 ALl gl ¢ gl adei x8ua Hlale Flcis”
| Chapman ~ 8¢ Staphylococcus - ¢~ Hektoéne ~ 8¢ _Enterobacter :J\o=
.Chocolat s¢ = S$3¢ grhebiniss  Streptococcus

T10°%2 7 GoSopbm Ay T ) A amlBoh sy cnqgt el
e 358 @alfp rduicy 1A R bl B T T T lied0°x3
07 edl I B sy GG GloseET e l4 T 18 iSaf

3" @l il ance de platine gmpJ zodigdag g Jhaadin S 3 \AS ¢ 50k s Sudia

. 0.5 Mc Farland S 7 2 SaSooe Sg laid e " ay

B kST umad ) 5T 15T 10 T STo adled 3 ocpoied
T S U (s ik AT Co)écouvillon (L. bdzle ks Cus LGk sei mhiga
oy g JoaET Juis § Fabdpckys  TaNT X YT g ol ) (g
Ak bt § ceuSaUlal ol £ 8 ¢ TS e, ghe) p iy 2060 ekl A
"IFoint S T algle ¢ gl D sl 3 oS FELEA0u] odels b’ 1 St 18

eV iauiTal e a3 35S § 5.7 )Distributeur (o=lol soa” S G

)0 .50 (. 60% sy T ibal el T 40pl—S fp e T s

e s 55 5ol cpont 15mn o3 " il Edemde
Ly e 37°C  pluls Froaas F g8 z3 ot HASE s, oSl AT
Al iuzeg—"*iutb-)" .COy" Sy Al ) Sreproccocus

: )CMI( St Judc) o
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)J a_aad\\ o Lé.n;g‘ﬂ ( juﬁ ;L,@T &) u.i::zi/ o 20mg CQ\J ;‘L\_‘f‘eﬁ) c'ﬂ&,\_k attu.é,

Ua T dke T 51 ) N leiigh o lr 571 57 T =B EIOH 60%( 10ml <

Gl FSTE 2 UaSEue )ESE (I Uind 1 Dl i3l Aadldaced sy
- 142G 3% 2000mg/ml Gissi e¥) st e B Fladg

KT Feleb o YO Ll 1 s it

CMIg-8¢ pali-14- 6 g

(mg/ml) 0 Sl EtOH(i(:f sees yml( &S (mg/ml)s-s &) Ghgd Jf
1280 36ml 4| W' 64ml 2000
640 2 + 2
320 3 + 1
160 3.5 + 0.5
80 7.5 + 0.5
40 2 + 2 80
20 3 + 1
10 3.5 + 0.5
5 7.5 + 0.5
2.5 2 + 2 5
1.25 3 + 1
0.63 35 + 0.5
0.32 7.5 + 0.5

S p YT pedBle T TS el Gl p el S e ol BT

AL e Llg @i it
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0.6mi S.aureus - 03ml "~ 51 Fagl s Wasl” 0.1ml 0050 Fm
G e ldial  Streptococcus
P eSS T 3 (o KIgsrd 3700 LuluiErostse G acudiV g #
107 x5 IV " a5 @Y T udy (s SIlecs s Glggssls 13 b ilg
¢ Loded
18ml 4l by (- 12 -6 (S S50 2ml 48 o g cGmaitiiaslr (s Hn #
A5C0 Lol e o] M-H g T
¥ 50 Gaehlm s Gz 6T AT Gedl) GRED dp Gaggdll i
37C° copls oS! <30mn 3 G
2ml X o XEEOH 60% - 2mi M-H g T 0 18ml™ ~u3ccisdlas 7o #
e Sd
celizhag Istrie (Al " b Guike AR trpaga)l Sho Ty S
I R R LRI [ P}
Wiz Gromsoiy B 236 Sd0ed Glieh iy #
CO," &S ) Ssl A Chocolat” Saag T ggdly Ldisz Freemd®

: Q_Jécd\

FLORSics e (FokpnlEE e aiday s plliei R ghal &R
Pied & (4 i) ghglugd’ il fagmbadhlind & Gl @ Iuis J AT 7 13K

.)coullisse

rengided o g—is-4-1-V

ceEdl Tl G FT Ldisr peaST LSes Jad epd) By ikl
DS ety bpasBagachdl Gl o Lotk s S Gipal &

[1:1] s&doastEoars pEotdaad) o B s

R R ¥ P T DT S AP S
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"Chemical constituents of the roots of Algerian Bunium incrassatum Boiss and evaluation

of its antimicrobial activity".

A15 G ¥ Giky, A sl pddagd ) Joshep (Al adigijete 1)

B.incrassatum > <z [1:1]1 <7 o=z 58, Lodbisz zoasl Alasdieis 15- ¢ ¢

g G (mm) Bgidhaes 5 (mg/ml)oi—i&
1 2 4 8
E.coli — — — 08.00+1.47
Staphylococcus aureus 06.00+0.0 1300+1.47 18.50+1.15 | 20.33+0.86
Staphylococcus epidermdis 0 — 12.66+1.15 | 14.00+£02.00
Proteus mirabilis — — — 07.25+0.57
Streptococcus pyogenes — — 07.75+£0.95 | 11.00+0.95
Pseudomonas aerugenosa — 07.00+£0.100 | 13.00+0.57 | 16.66+01.15
klebsiella oxytoca — — 08.00+1.47 | 11.00+£01.95
Entetobacter sp. — — 07.00+01.00 | 08.66+01.15
Serratia sp. — — 06.00£1.47 | 09.33+£0.57

&ﬁg_ﬁ@ﬂjﬁbincmssatum Sz [l:1] SV o= ] P 885 el LY

O )8mg/ml

57X 408e ,d TGy €)20.334086 (mm)(

L_ics g gad)2mg/mi( By

)Img/ml

(7 IR W S5 A& pamp it cpde Fof Lodisk el sl g 8
7 badegeb ihil 4ed X Toge

(S FS@&! 38 3E& 3y T
)06.00+0.00(mm)( Ubd )13.00+1.47(mm)( skdge .31 Staphylococcus aureus

s Sgendly guu g Ntua E Ut pERIeal) G fbg s

(AcOEt )" (CHCI; )

o= 6T Lide

2350 bz gaasT At g )

(ATCC) Ama e V) [ & ¢80 LodedYd &8 Bincrassatum > <g—,
Ao mnbdbigi o8 213 71217 - G %1 -16 - & T iz )*(4noie: Y
Giodlue Fruuil, d) B odalie by fa

.Gram(-) Ui¢) 4(<Gram(+)
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saf (1 sl L F g Lotz oSt L Sdifeiz 16 - i

Bunium incrassatum Boiss Lsn'

(mm) Bdhe 5 (mg/ml)oi— &

- Dy -
g Tt 0.25 0.5 2 4 8
Gram(+)
Streptococcus sp*. 899+1.26 9.25+152 10,79+0,98 11.38+0.81 11.71+0.40 15.00 +0.67
Staphylococcus aureus ATCC 29213 10.76 +1.53 11.73+0.96 12.09+0.53 12.27+0.27 13.71+1.01 14.36 £0.25
Staphylococcus aureus* 11.03+1.27 11434053  11.73+161 12.21+0.77 12.69:0.44 14.28+0.23
Gram(-)
Escherichia coli ATCC 25922 11.22+1.05 11.57+0.72 11.62+0.89 12.04+1.26 14.47+0.84 16.02+0.87
Escherichia coli* 12.2040.27 12.38+0.88 12.50+0.51 12.53+0.95 12.90+0.22 13.64+1.30
Pseudomonas aeruginosa ATCC 27853 | 10.79+0.91 11.22+1.18 11.43+0.73 11.55+1.01 12.58+0.87 13.81+0.85
Pseudomonas aeruginosa* 11.85+2.01 12284022 12.70+053 13.13+0.65 13.19+0.74 14.32+0.87
Proteus mirabilis 10.86+0.68 11.38+1.03 12.66+1.43 13.72+0.43 13.79+0.65 1534 +0.49
) .
Klebsiella pneumoniae 12.22+0.46 12.75+0.25 13.55+1.47 13.84+0.41 15.04+0.94 16.32+0.75
Enterobacter sp*.
11.64+055 12.18+0.19 13.13+0.62 13.49+0.40 13.89+0.13 15.99+0.73
rrati *,
Serratia sp 12.74+0.27 12.81+0.38 12.81+0.32 12.84+0.35 13.12+0.35 1573 +0.42

Streptococcus sp.= o hemolytic
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suag s apdl g o7 Loz ST LSl 17- ¢ 3

B. incrassatum Lsn'

(mm) Sgctdhes 5 (mg/ml)i— &
g Tt 0.25 0.5 1 2 4 8
Gram(+)
Streptococcus sp*. - - - 8.89+0.02 10.48+1.25 12.44+1.13
Staphylococcus aureus ATCC 29213 12.63+0.41 14.01+0.02 14.01+0.02 14.31+0.51 14.70+0.43 15.07 + 0.93
Staphylococcus aureus* 10.09+0.50 10.21+0.36 10.88+1.16 11.01+1.24 11.22+1.49 12.06+1.77
Gram(-)
Escherichia coli ATCC 25922 12.56+ 0.63 13.16+0.85 14.61+0.47 14.81+0.80 15.06+1.45 15.68+1.21
Escherichia coli 12324053 12.59+272 12.84+3.41 14.21+0.93 14.36+0.90 14.64+1.77
Pseudomonas aeruginosa ATCC 27853
10.93+0.82 11.16+0.37 1135+1.17 11.49+1.44 11.55+0.22 11.61+0.68
Pseudomonas aeruginosa*
11.63+1.04 12.69+3.21 12.71+1.92 13.42+1.89 13.65+2.85 13.92+2.74
Proteus mirabilis*
9.97+1.18 10.61+0.33 10.78+1.11 11.66+1.73 11.88+0.41 13.18+2.20
Klebsiella pneumoniae*
12.51+2.14 12.75+2.27 13.24+2.40 13.44+1.89 13.49+2.19 13.58+1.28
Enterobacter sp*.
12.74+0.97 12.82+1.72 12.97+0.11 13.38+0.44 13.53+1.52 14.02+1.24
Serratia sp*.
12.29+2.00 12.60+0.52 13.18+1.82 13.27+0.79 13.45+1.45 14.23+2.13

151% streptococcus sp”. lggleg T adg’ Ly gl ebadl - 16 - ¢ ¥ g
UiaUi )b & 5 psdim LT 50 1)15.00 + 0.67(mm)( T )8.99 + 1.26(mm)(
" Staphylococcus aureus ATCC ~,330¢ " 44 jedum hal i ae 43 e Sy Lﬁﬁi‘(gmg/ml)

o Leghay gapla I i D¢l Qs o ey LT QY Staphylococeus aureus™®
11.03+1.27mm) (. 1" D14.36 £0.25(mm) (T )10.76 £ 1.53(mm)( . ] <upgs )
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o535 Fadgl YA T (0.25mg/ml) S ST AR Skl TdT e jpid)
proteus mirabilis” Pseudomonas aeruginosa ATCC g Fz Gl ik 2 ¥J) —
10.79 + [ <wpi)l © —S@guss) Enterbacter sp”. ~ Escherichia coli ATCC
D11.64 £ 0.55(mm)" )11.22 £ 1.05(mm)(" )10.86 £ 0.68(mm) ("~ )0.91(mm))
Klebsiella > ¥J—¢ " (8mg/ml) eV 5385 3 XX Gighhur fadlio ity ) 7 diads
N5 9oy st Serratia sp”.” Enterbacter sp”.” Escherichia coli ATCC™ pnomoniae
+0.73(mm) (* )16.02 + 0.87(mm) (" ) 16.32 + 0.75(mm) ([T cupi)l& L] |
J)(mm)15.73 + 0.42(" )15.99

KIS dStaphylococcus aureus ATCC AN hwgagwdadl T ppiae]7 - ¢ %7
4,8 Fa & hangdlae HEFeE. 1)15.07 £ 0.93mm)(C )12.63 £ 0.41(mm)( cnd
3 & i Oy S streptococeus sp”. Staphylococcus aureus™ 233 3 26T Godlg
10.93 + ( proteus mirabilis * ggs)9.97 + 1.18(mm) (Lancgerbll d Lias piaf
A" )11.63 + 1.04(mm) ( Pseudomonas aeruginosa ATCC 43¢ )0.82(mm)
T )12.29 + 2.00(mm)( . K108 osBUale uidsiocy Pseudomonas aeruginosa *
K7 s 515 -15- 2 Blde(w ) U T gael YO T 482)12.74 + 0.97(mm)(
. Escherichia coli ATCC 4M¢ )15.68 £ 1.21(mm)( Laughed

Ry oiloise) CHCL  (0F Suist o g 1 s o o I o " &85
Staphylococcus aureus ATCC (x Q)\&T Streptococcus sp* :‘ui'&,‘ tgf AYIT
U“Cjtul’d)ﬁ? S Epie e J-’S‘):U;‘@ N5 S i ) Staphylococcus aureus®
a4l Staphylococcus aureus ATCC damas all M)‘ET l‘s o & ‘é&‘v (AcOEt( .o ‘—’@d\
Streptococcus” sp ZD\'&T sy, -15-7 -14 - u;ﬁ& &—%{}wjj ‘ui'ﬁ cE T avydd .
w2 T 13 )140.5 <0.25)(mg/ml( FeiSSTuisl f & e

el )T STokaLisT e opdl Foe s Trees T Frled YA T
. Escherichia coli ATCC Klebsiella pnomoniae * u—‘})*&“ R Qa0 Sl

gt o T g T R e Bkl KT8 Guca

Pseudomonas™ Pseudomonas aereginosa ATCC (2 3%¢” 18mg/m1T  0.25mg/mi[ xS il
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Uilwg )y | Escherichia coli ¥ Escherichia coli ATCC (x ;Mg“ <sJIF) aeruginosa *

D aGers) gah el FadiE podh g S92 s

-02-7 LUk

:CMI =3 @sE st %

QT I Rt P & AT SIS SES RS
Sk 5 -93-

o Sist oaF g e b Lk ¥d T CMIY ad18- 6 g

Ci5 @Vl CMI(pg/ml)

Escherichia coli ATCC >256
Staphylococcus aureus ATCC 64
Pseudomonas aeruginosa ATCC 32
Escherichia coli >256
Staghylococcus aureus 16
Pseudomonas aeruginosa 64
Proteus mirabilis >256
Klebsiella pnomoniae 05
Enlerobacter sp 0.5
Serratia sp b

141



dapdh 87 cEob sk Y T eMIT md19-¢

s GGV CMI(pg/ml)
Escherichia coli ATCC 64
Staghylococcus aureus ATCC 0.5
Pseudomonas aeruginosd ATCC 64
Escherichia coli 64
Staghylococcus aureus 32
Pseudomonas aeruginosa 64
Proteus mirabilis 32
Klebsiella pnomonia 32
Enlerobacter sp 32
Serratia sp 64
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13 udlicdiacy) Cigap gy -2-V
1S s gadd-2-V

e e 3 TN R a—) S PR W B W T T |

s adiE ol ilap i T atauag T sl R G aten s oF o) )
S esuE Trdisriia a8 Y Gl g 1k bme I SallaEgd Ly
S REIEINEICOTS NI R PPV K SRR UNWPRRET Japp S spue 20
g BT F S aSUdla miday s Y boaeE T TN 2lliun oS ST s
O NS Bler ST a3 daigas! oSO ) dg il Gag Fhag
fel (= —rabd) 7 05 Mo SR).. S A i eaY) Gkt g (ST
ol Sy F e G GBI S L HLdIE) 2 U (B )) Ll
&k
Al daS il o B o ET )T #3580 58K el eday
e Ll saZnedd G FNE GiFge, FIF kM 5 ) ZASN Faucs
Superoxide dismutase , glutathione peroxidase, glutathione reductase .
Paa pudd 1) 7 Gal) ) 3T sl (e e "wasy dipf powep dha 1
g Il S iSolman o S cappiirE sdll e S m @l e BT i) sl
[125] =T "¢ sl
sy k) T 3l csle o T oRpl zowl e ol T Gum B i diusigd
Sl e oz e Gl T B oasg T Glskoeglbla T
L) Gyt pap e T &Y an el T JoelR ¢ bel
(OH 0, 0= @ity ) zgbs Qg ROS (oSN Fhayd gnpidl
T #3ROO RO :agefg) e W ¢ ididue 51 i) 1L NO”
[126] HyO <OCI ¢Hy0, :a 8T ofg sy caie
K e gy T 3] 5 T e 73 &30 xS Bl ugdil oy e
T o5, DA U W liar @l Go gl allad b ~oeids 28V dlee
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Y ) osaalin et 57 a8 AW oSt A T edadis i ROS OF G
Al g2t Qe il OC( 72 ds YE( Oaedsh ) o Qe dsk)B-caroténe (o U
T A S JilhcallE S FlaaYody Giddh Al ask Laal¥Ta 1A (Jlaling

[128-127] 3 aigd i Mn(uig] 7 )Se(” 2kl

O 3T BAlATs T s KRl Baca o (g ubd- s IE O Sty oo Tk
BT DR PRSI R S B R LRSS R SR W Y 7 0
et Ul Ad ppled Gudmbadl S 2 Lol e o Y Ged
el ) el X 3l G i X GinE ] L, o AdaasTe 5 Y
Ghal ue G K ooty Lardud SN FanS s o ilud e
DPPH  p-Carotene BRE TSNS -RF PN R i P O i

J1297........ ATBS™

7S 7 ST A S S p Al Bacu g iy Balg F ) o s sigiicnd 1
KIS EGR | LIPS IS ST A DY b S | Y, ) R YOy g ¥ R T
STl Cudip Of 2 Gk WY T T s amsSe T B T i
LMK Gl EEE. ROS G gl 1R 2l OT 2 gl 7 1748 f o cuf
"Ll b gl pulboe JIN K T 0 T ) 3 2SN panc ST AW A T FlaaY s
NEAts
oD igedlSl 3 138 Glcals™ | il Licedns) 3 Y il (i) J)]
T a0 sl Cp Bl g I s T
CDoegdD T oAl o)
DPPH Ui < dasl 3¥) dal i3] Lt

leaseD Bl GRS ES) ga il B S g

ALl o sk S Excel gebioidias § i Gaid yuli 1a Ehxagh
.Gaph pad prism version 5.01 5 (i joselicics LRUY) & Jaca auaa ) Jilasl iy Lasd Ll
Standar :SD Ly T oS ksl + adodioa' b fod o LSy Kk’ )

Anova one way | Sl 2y 3735 G b JalEiodilasy) JlasT 37y deviation
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Tukey — kramer ] Dunnett — Tukey 33) &0 ¥ €575 [ analysis of variance
P <005 A&, S FJ 3X [ multiple comparisons test

sCis ol O Joys- Al —daf-2-2-V

o) g A s acal i i 56" 5 J130[ "Singleton et al" A&y filswSy
(H;PW,04 & & K" 3T Folin — ciocalteau < i E Fhoed okt
e K 3T 313 5575 (H3PMo12040 Phosphomolybdic) ¢ &5 Phosphotingistin)
TWs0y  2fEJ dpedl) T GoouzEss ¢ aalEs bl i T uakel &
T A=T765nm sy SBET el T Gueed T 15(MogOg3 (i |
<o Sg s arasRaind Spectrophotométre UV-Visible  (acgdg Iy 5" |

(b LS T AR B mals o T Sy ) g B S Bl e S

2agle &AM gl e ppaniB B ideglod ChsoseB use € ¢
Gy 1.5 ml & canal Facg T st T 300 pl 33U 10 5200pg/ml [ o S0
TSl 0 U Ghagn T 1200 pl < 4mn Geoh 3SE92 1GE 10 << Folin
Bed 1 3K 78 Ly Jallaall 5 UE(Na,CO;5 75%)

EN N YU SN SRS NG 1)1y BT) [ \G I U Oy 24 i I p
ad a5 A=765nm A S0 ikl ap Ca)dadacals 3 (A8 ST Flagkane g Falag ]
-20-¢ %1 Galgle "Ll dually)

o il g & Gl 3L 20204 g

SYEL
200 180 160 | 140 | 120 100 80 60 40 20 10 | 3scedy
pg/ml

1.140 | 1.106 | 0.957 | 0.828 | 0.709 | 0.613 0.430 0320 | 0.185 | 0.105 0.01
.EL,:U'A 8] Qﬁbu,ah‘ﬂ

wzd | Do(hym)
0.1525 | 0.1870 | 0.1156 | 0.0365 | 0.0468 | 0.1299 | 0.4044 | 0.0268 | 0.0095 | 0.0132 | 0.0075
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oy A= f(C) ualod FU i ST Flaghs de@lind plsonrsal duns ¢

- 94 s

A= Do

[

SD bl allap T £ oAb Il il g § 0 g T & bl BT 294Gl

T-ih s -0 e

MeOH =g ¢ ( Bincrassatum > <igp <dag §7 A5 ah gl o8 55 14y s )
oAdline 380 5 ) GeaFiGs 9n-BuOH =g 3¢ AcOEt u=f )¢, CHCly u=g ¢
Gdaall 3 Do) LA Gisci) G Ui Jloaai pe Ll ¢ & Fagidhaat (S
o]
Ui See(lpg) 3 2l gl F Ayl AT aih ol Lish s ) Igial
Tha ) FlaSALeldy e T L I e )Img( T sl ¢ &
e "Lt g™ X )Y =0.0062 X — 0.040 (o g & bl ) el X
216 %
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W e

B.incrassatum 3 ‘—’CC%@“ Qb ¢ A saEhJiF A 21-6 %

n-BuOH AcOEt CHCl; MeOH Eas

1.113 0.748 £0.0516 | 0.313 +0.0245 0.961 + 0.0469 dphcad 3l

Jes sz s
(ugEAC/mg)

186.10 £1.2539 | 127.17 +£8.320 | 56.91 +4.1288 161.58 + 7.5628

(Tt ¢

i Ul g G a0t Lot el TR 5-95 1T i I il sa
aloe b 1= bt e & IU Sk 186.10 & e, 283 T o g
dod Aubdl o gelUly Y oiauid var Y R i g di T T as g
$10 slagies 1,0 T acako i Wy e 3l 3 g 17 plaayods
4 el 3 S s a I sliapar 38T Frfodith L)) o ogdl Uil 2 &8
Lropl Wliva gl L I e ] Seaaddiliy & TUg S 169.16

13

LR 13 dsdid Ty opd

200 -
80 -
=
J 60 -
P 40 -
3 20 -
B 00 -
E_ 80 -
= 60 -
2 40 -
20 -
O A 1 1 1 1
MeOH CHCI3 AcOEt n-BuOH
Cup 9 3 s gadiidis ¢F oad

Lagd 2 b g S\ FoBincrassatum 2 <z ¥ o2l L gl 2957 sk
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1 goliGd s il Al — 30§-3-2-V

sg ol s s i d s Al — s -3-2-V

3 E e Ra W o i §7 1 Gy ) A0 IS i B e

. [131] "Quettier et al "Falils=¢ (s  B.incrassatum
ce

& -"—JL*“UU:’EU‘ZSCEB Jillas i 3 :Quercetin —ags—u-&gds-}c’ cge-é ¢

YAICL 2% (7 200 M0ss ™ 5 . 0.5ml ey T XSG 1.75 »40pg/ml [ +eXIgE )

Vortex . <8lae O aigplg Ma Vs QlF 71 7 7 05ml T G almcs 1S
Ty 430nm A s Jsb Ao LGS CLES,H‘)S-’ A b s FE O 10mn 73 OUE

40pg/ml UisUiy )

Ssoad J A lbd, G gmaad caa eSS g Gils s
EET SV U Bh T Jad dai - 22 -6 T dsialacis 1S g ol
Jsgla  0.5ml (AICL2%) % 0.5ml” a2y 17 S il Giasy ™ dufads

wl_i“(af SL_§ LCT 4+ Cqub \"\b\;\’ CS&AJ /.&/ Quercetin Q)uzd :\:iLL_\JaJJ;H g d. 22 - L-5v .A_t

SD

o] GEEL
40 35 30 25 20 15 10 5 2.5 1.75

blanc pg/ml
1.77 | 1.54 | 1.33 | 1.211 | 1.038 | 0.829 | 0.650 | 0.465 | 0.380 | 0.320 i

3ES" | Do Gshuaiay)
+ + + + + + + + + +

ool (A nm)
0.020 | 0.011 | 0.060 | 0.056 | 0.00251 | 0.001 | 0.002 | 0.0100 | 0.0219 | 0.0147

A = £ (C) ubUi b ST FCagfaQuercetin ) Gsonrsaldl dun) ¢
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DO (A)

1,8 - y =0,036x + 0,278
R?=0,997

16 -
1,4 -

1,2 -

=

0,8 -

Q_Ls.hu.ald’\
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Résumé

Dans cette étude notre intérét est porté sur les métabolites secondaires et 1’activité
biologique de deux plantes Algérienne appartenant a la famille Apiaceae. On a pu isolé et
identifié dix huit produits. Les produits isolés de la partie aérienne de I’espeéce Bunium
incrassatum Boiss sont nouveaux dans le genre et 1’espéce; Graveolone est une

coumarine isolée pour la premiére fois dans le genre Foeniculum et 1’espéce Foeniculum

Vulgave Mill.

L’analyse GC/MS de I’huile essentielle de ’espéce Bunium a permis d’identifier

(44) composés dont : Caryophellene oxide 31% et Nonacosane 44.7% sont majoritaires.

Les dosages quantitatifs spectrométriques des polyphénols totaux par la méthode de Folin-
Ciocalteau et ceux des flavonoides établis par la méthode AICl; ont révélé la richesse
desextraits acétate et butanol par les flavonoides et les acides phénoliques par rapport aux

extraits méthanolique et chloroformique de I’espéce Bunium.

Les extraits de cette derniére espéce ont montré une activité antibactérienne

considérable vis — a — vis des souches ATCC et cliniques (Gram + et Gram -) et aussi une

bonne activité antioxydant en utilisant la méthode de B-Caroténe et DPPH.

Mots clés : Bunium, Foeniculum, Graveolone, GC/MS, Activité biologique.



Abstract

In this study we have focused our interst on the secondary methabolites of two
Algerian Apiacous plants in order to determinate the biological activity’s extracts of each

of them.

We have isolated and identified eighteen compounds. The compounds isolated from
the aerial parts of Bunium incrassatum Boiss were identified for the first time in this
genus and in this specie; Graveolone is a coumarin identified for the first time in the genus

Foeniculum and in the specie Foeniculum Vulgare Mill.

(44) Compounds have been identified in the Hydrodistilled essential oil of Bunium specie,
by the use of GC and GC/MS analyse, with Caryophellene oxide (31.0%) and Nonacosane

(44,7%) as main major compounds.

The quantitative analysis of extracts by spectrophotometric methods with total
polyphenols by the Folin Ciocalteu method and total flavonoids by the method of AlICI;
revealed the richness of acetate and butanol extracts in polyphenols and in flavonoids

compared to the other extracts (MeOH and CHCls).

The Bunium extracts showed a significant antibactial activity against ATCC and
Clinical bacteria (Gram + and Gram -) and also exhibited a good antioxidant activity by the

use of DPPH and B — carotene.

Key words: Bunium, , Foeniculum, Graveolone, GC/MS, biological Activitie.



