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CC: Column Cromatography.
TLC: Thin-Layer Chromatography .
PC: Paper Cromatography.

BC-NMR: C Nuclear Magnetic Resonance.

'"H-NMR:  H Nuclear Magnetic Resonance.

HMBC : Heteronuclear Multiple Bond Correlation.
HMQC:  Heteronuclear Multiple Quantum Correlation.
HSQC:  Heteronuclear Single Quantum Correlation
COSY : Correlation Spectroscopy .

J: Coupling constant.

Hz : Hertz.

ppm : pats per million.

S : singlet.

d: doublet.

dd : doublet of doublet.

Rf : Ration to solvent front.

El : Electron Impact ionization.
ES : Electro Spray.

FAB : Fast Atom Bonbardment.

GC-MS : Gaz chromatography-Mass Spectrometry.
HPLC :  High Performance Liquid Cromatography.
uv : Ultraviolet.

ROS: Reactive Oxygen species.

CoA :  Co-enzyme.
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2| 3 4 5 6 7 8 2’ 3 4 5 |6
Flavones and their glycosides
Acacetin - - - OH - OH - - - OCH; - -
Apigenin - - - OH - OH - - - OH - |-
Baicalin - - -| OH OH OR; - - - - - |-
Baicalein - - -| OH OH OH - - - - - |-
Chrysin - - - OH - OH - - - - - |-
Luteolin - - - OH - OH - -| OH OH - |-
Luteolin7-glucoside - - - OH - OR, - -| OH OH - |-
5-hydroxy-7,4’- - - - OH - | OCH3 - - - | OCH, - -
dimethoxyflavone
Isoflavones
6,8-diprenylgenistein - - - OH Rs OH Rs - - OH - |-
Sophoraisoflavone A - - - OH - OH - * * OH - |-
Flavonol and their glycosides
Galangin -| OH - OH - OH - - - - - |-
Kaempherol -| OH - OH - OH - - - OH - |-
Myricetin -| OH - OH - OH - -| OH OH | OH |-
Morin -| OH - - - OH -| OH - OH - |-
Quercetagetin- -| OH - OH OH ORy - -| OH OH - |-
7arabinosyl-galactoside
Quercetin -| OH - OH - OH - -| OH OH - |-
Rutin - | ORs - OH - OH - -| OH OH - |-
Flavan-3-ols
Catechin -| OH| OH - - OH - -| OH -| OH |-
Epicatechin gallate - Rs - OH - OH - -| OH OH - |-
Flavanon-3-ols
Dihydrofisetin -| OH - - - OH - -| OH OH - |-
Dihydroquercetin -| OH - OH - OH - -| OH OH - |-
Flavanones and their
glycosides
Naringenin - - - OH - OH - - - OH - |-
Naringin - - - OH - ORs - - - OH - |-
Pinocembrin - - - OH - OH - - - - - |-
Sophoraflavanone G - - - OH - OH R; | OH - OH - |-
3-Methyleneflavanone - | CH, - - - - - - - - - |-
5,7,4’-Trihydroxy-8- - - - OH Rs OH | CHj; - - OH - -
methyl-6-(3-methyl-[2-
butenyl]-(2s)-flavanone
Flavan-3,4-diols and
anthocyanidins
Leucocyanidin -| OH| OH OH - OH - -| OH OH - |-
Pelargonidin chloride - Cl - OH - OH - - - OH - |-
Flavan
7-Hydroxy-3’,4’- - - - - - OH - - # # - -

(methylenedioxy)flavan

-:no substitution; Ry:Glucuronic acid; R,:Glucose; Rs:prenyl group; R4:arabinose-galactose;

Rs:rhamnose-glucose; Rg:gallic acid; R;: lavandulyl; *:pyran ring between position 2’and3’; #:0-CH,-

O between positions 3’and 4°.
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iy g ) 6-mercaptopurine — 4 ,\as (epidermoide carcinoma de larynxy & — >t
) oo W B s Ol ) 3 A s b S e S dle %542 a5 b
Meyer > Ylaé Sale jan LCsp < 1000 pgiml OF wlall xs [8] LCsp = 454ug/ml — ;%5
[12]
Jold @100) BT Lo e (1) 1S m S abeld) fend L) i) 2l U
LS™ sl 48 SO (Allium cepa) el o ¢ 5 (Index mitotiquey MI (s skl ol
ao ol e L S e g s Abelall bl o 31 wil) 0624 oo ok Lo e fon

.[13 8] (Agrobacterium tumfacienx)
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9 ol e ST e LSl ) R, sphaerocarpa axl) L;?L:‘».:Q\ 3,6 sk CWU Nty
C o e sde a2 ) g Lgdas & ol DN

>l g 4 48 (quinoliziding) i—wb s 95 Ol DB 0K e B ) f A
<Lupanine <Oxospartéine <Déhydrolupanine <Ammodendrine : (bipiperidine) > s
.[15] Methyl cytisine (Cytisine s [14] Retamine «<Génistéine <Sparteine

(3 Retama i gL@mMu@x L.J\;AL:AJS-US)Q | o C)‘-\.:J.j-éw“;&\.ﬂi
(1) J sud]
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Retama d"‘dﬂ o &}.aﬂl\ Q\AQ}'}/\.&J‘: ¢)) dj.Gz-\

3) 3)
ed ¢ 9 S A ! oz danall - -
a2l 2l | cr}\
Luteolin 4°-O-neohesperidoside Cy7H30015 1 [16]
5, 4’-dihydl‘oxy-(3”,4"-didydr0-3”,4”- CooH1807 [17,16]
dihydroxy)-2"’,2’-dimethylpyrano- 2
(5,6 : 7,8)-flavone
Genistein Ci5H100s 3a
Genistin C21H20010 3b
6 hydroxy genistein
Retama raetam CisH10s 3
6 hyd igeni
ydroxy apigenin CotHycOut 4 a
Luteolin Ca1H20011 5
Kaempferol C15H1006 6
Biochanin A C16H1205 /a
Pratensein C16H1206 7b
3’-methylorobol Ci6H1,06 7C
Rhamnazin-3-0-B-glucopyranosyl-
(1-5)- a-arabinofuranoside CasHsz016 8a [18]
7-hydroxy-6’-methoxy-3’,4’-
methylenedioxyisoflavone-7-O-f- C23H22011 9
glucoside [19]
Genistein 7-O-B-glucoside C21H20010 3b
Daidzein 7-O-B-glucoside C21H2909 10
Orientin ou Lutexin (8-p-D-
Retama sphaerocarpa .
Boissior glucopyranosy! luteolin) Ca1H20011 11
Rhamnazin-3-O-B-D-glucopyranosyl- [10]
(1-5)-[ B-D-apiofirranosyl-(1—2)] a- Ca3H40020 8b
L-arabinofuranoside
Rhamnazin C17H14O7 12
Vitexin CxH2001 13
Vicenin-2 Cy7H30035 14 [20]
Quercetin 3,7-di-O-p-glucoside Cy7H29047 15
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Ammoides atlantica <\J &gw\ Z\M\)-U‘ -~

el B Cavadl _ 1o

Embranchement Spermaphytes C J.a'J\
Sous embranchement Angiospermes C JAJ\ P
Classe Dicotylédones )
Sous classe Rosida a2l o £
Ordre Apiales i )
Famille Apiaceae sl
Sous famille Apioideae Wl oL
Genre Ammoides ]
Espéce Ammoides atlantica ¢ o)

N B LR~ S|

3ol ) 8k A s ol Leme ol L= LS - Ammoides atlantica
Cadel 31 0V

6 Ul 3 old Ol e « Ammoides pusilla =Y ¢ b A )as Lais ST Kl
o AW obs N 3L g5 (e 252 Jska @ e oIl L) Lic aasl

[2] . A4 alol 225 a4 p 1000

Ammoides atlantica izl &d) $ 55 9 8y 500 1 (2) S
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: Ammoides el & o ged) mdl _3
LSl slaaS” onddl (LI (3 Aatlantica s Apusilla : Ammoides 5 oo ST Jorins
G iS5 WS ) g el g9l 585 Y ¢ o) 2l Apusilla feses WS Y
bl Loy Jubyl sl i) Galosl) A lal sl o = 52y ) 2 S J S
g goYl 1ol ekl S 3 el W S5 6y [20] aepbYl (3 ol 5 Ulasn
A o i) Ll Gom o S o o5 B RS (g IV B ey 20V
sl gl Lo Joly . ool Zoe & LAWG wlan 095 By (Olacdd) 34 & poy pg2ns
22 B e Ol g o o cerd ol o 2w R AL e OIS 22 o

@ Sl el ST O all B andl Gl (3 andl b S bl fariey ST
, $OGTT (Oral glucose ToleranceTeste) Lgbjji’ o ] ;;J\ o o ) Il il Lo 1

\juLJ\ | 9 IVGTT (Injection vasculaire glucose Tolerance Teste)

A5y 250 mg/Kgie % V285 ey Sl jolam) Je Apusilla dd SU el
C[23] &l ods Jlamza] oo bl ol Slislias 5 5 ade (e Rpadl il ilils

F5 o IS e Apusilla— J L) cu U ezl S @y ) e T LS
Lo el Sl

[24] Pseudomonas syringae pv.morsprunorum s Pseudomonas syringae pv. syringae

RCEND VN | U L P e o Q}jjgcx Ao il ol e bl LS

Serratia marcescens, Salmonilla enteritidis, Escherichia coli(ATCC25922), Pseudomonas

aeruginosa(ATCC27853), Staphylococcus aureus(ATCC25923), Klebsiella pneumoniae,
Pseudomonas syringae pv.morsprunorum, Pseudomonas syringae pv.syringae,Aspergillus

niger ,Candida albicans [21]
Lo i Ll an o sl asesdl qbl A Aatlantica gl ¢ gl Al U
Escherichia coli(ATCC25922), @ ¢ 15! oo S Jo 339,
Enterococcus faecalis (ATCC29212) s Staphylococcus aureus(ATCC25923)
Bacillus subtilis(ATCC6633) (3Ll ¢ sl e b dor Lo | U s e LS

. [25] 6.25mg/l;pe J3T i,
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: Ammoides o) @\-«-Q\ e |

il g1 <l [25] Aatlantica 5 [21] Apusilla oo S LRI <y 0 GC/Ms ,GCJLarzasly

U Jj&\@c:pyﬁwawuuij% oS s Je

ielae) LS L Thymol y-terpinene p-cymene
A.atlantica 53.27. 19.47 10.67%
A.pusilla 44.57. 32.97 13,57

oo s s e B 2ul )3 L Aatlantica 22 1 B 5 oLsT Al 2l

et u'af}{\ olS .

DAL ikl 3 e abad ¢ LSS Apusilla e Ll

S daall b = A o3y
S A ! o) daoall * &
Quercetin 3 -O-B-glucoside C21H20012 16
Apigénine 7-O-B-glucoside C21H20010 17 [26]
Luteoline 7-O-Rhamnoglucoside Co7H30015 18b
Luteoline 7-O-B-glucoside C21H20011 18a [27]
Quercetin 3 -O-B-glucuronide. C,1H15013 19

HO
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badwy mzd (jaleaS™ 0615 ) 2 Ledsaes 4>l (Whatman N°L, 3
DO gl 2l 13:3:3:11 85 plad) as DCg Aen V) el TLC 243 )1 aidal) Wl 2 5la s S
W dgle O gma il e
SCo Al sdate o pio 385l S 3 ges Jlantul cd Lede Ladl oS U 55
o o 3 s Lzl Wlemiod LS o sladl wlié) s udeS™ 0L slall wilazwYL &3
) ST A el el L pdas” sl alsnl (Sephadex LH20) (wS1slic)
Fio6 ,Fo
3L Sl e e Slan s Laged & il ;) 0L 52 USGE Fay Fr 01 S1
L P &R Wk so (3 Omedae VI (ST e e
D iy eSS At Al _ 4
9 Staphylococcus aureus ATCC 29213 , &, =Sl C\jﬁ!\ Ho dsadl @l QW @
vlﬁ = :» Echerichia Coli ATCC 25922 s Staphylococcus aureus ATCC 43300
L e el diandl, ollabll 4 L Sl
2 LS oV 2 Jlasinly 35 Ll Jbdl) dul s Cfr o dadl L) @
ek S as)) (1] 2K eY) sl LY JU sl sl g 2lddl 5050 3 4 J sens
gl (turbidity)  23Le ol Ol el e Jsasl] vhne obe Jskt Jlanzaly
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82t LSl o Vsl Gl g g amm ey sdall Y1 e 25 6
5 gentamycin Josiey 5 . peed) a8 b Jleazaly Slldgc ((2ele 18) A ds e o

. 37°C o)) = &> 5 3 SLLY et calas J sy

US U dapl e o Ja i oy i) ol (i) o il 18 g
J}EQ@\&QM\JJ\S&M&AJ .(2)J)&$gc¢yﬁu§u@;
18 54 37°C 3l 3 L 3 o (sdhe by 3 s Lot By e Slie
o 3 AU el B S bt Lede et ) I3 e L
4 o 3 S, aureus ATCC 43300 ¢ sl o Lot |50 ol el s

e W wls olalsed) oda Of ol alsaes U E. coli ATCC 25922 ;s
el A e Sl
Retama sphaerocarpa &)  calsund bnidl fod o o 1(2)d 943!

Sl eV | el (mm) — L) dibs
1/5viv 1/10v/v ethanol | Gent.

R1 R2 R3 R1 R2 R3
S. aureus | A 12S | 11S |12S |8S 7S 8S - 16
ATCC 43300 | B 20C | 20C |20C | 15C 15C | 15C | - 16
S. aureus | A 11S | 11S |13S |8S 7S 8S - 35
ATCC 29213 | B 11S | 10S |11S |9S 9S 8S - 35
E. coli ATCC | A - - - - - - - 30
25922 B - - - - - - - 30

B:butanolic extract
A: AcOEt extract

R1= repetition n°1, R2= repetition n°2, R2= repetition n°3.

Gent.= Gentamycin
S= Bacteriostatic

C= Bactericidal .
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[1] Lennette, H.E., Balows, A., Hausler J.W., Shadomy H.J. (1985) . Manual of clinical
microbiology. 4™ ed. American Society for microbiology, Washington DC.
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: Retama sphaerocarpa d) ;o & gadll LS ol (6 gud! cpadl -1 - 1V
pl e Gl @i sl Al I3 anSl Y olsT L U slsy

NMR'H , UV,

agidell llaall 1357y (31 2 5oy ST 18 Ll Bl YL @3y o5 2

. Ms,Cosy , HSQC, HMBC , NMR *3C

Fa &S ol (6 gmd) Joboudl _ 1 _j
P sl g S8 gl

S; = CH3COOH (15%) S3 | S2 | &1 il
S, = BAW
S;=13:3:3:1 50 37 78 Rfx100
-y gbd»:..c'ﬂ\ o }U\
6900 H3BOs+ NaOAC 3 | AICI+HCI o0 MeOH
6.900— =
‘ ‘1‘
\ \
3450 | _ 3450 ‘s’
‘, 1 .v""’:\, 3450 | ;
I \
\
—— ‘ 00—t e |
e \ 200 %50 5000
Wavelength (nm.) 0000 — . Wavelength (nm.)

Fs &S ol UV-Vis &3 41 g doewndid! 3 8 daa¥) Adlks (1) JSS20)
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L0l e b ke Fys S OSS
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T2 QOH <L Jo s MeOH cade; NaOAC ik &)l e
S 5 olé e 5 MeOH iy NaOACHH;BO, ik & )lis e g
CA A e STy s
5 &35l (3 OH oLe e s MeOH e AICI+HCI Lk % ,ls dis
e ()UK e 055l b lial) (g sl M) Al L
05 g 5 el yH, I 4381 50 528,25 ppm s sl 3 L)
Hs —J 425\ 3o §=8,00 ppm s (J=8,9 Hz) a5 5,La| 4
Hg — &2l 5a §=7,25 Jie (J=2,3 Hz) asld 5,L3)
He —J a5 =715 e (J=8,9-23Hz) S S 3 L)
Hs — 48l 50 § = 6,87 ppm s &l 3,La)
Hy — 48l 50 § = 6,82 ppm s &l 5,La)
.OCH,0 —J bl o § = 6,00 ppm s aysl>| 5 Lz
OCH; —J bl s 5=3,7 ppm s sl>| 5L
£ U5l Hin (e Y1 0559 0l 431 5 8 = 5,12ppm e (3= 7,5Hz) L5 5L
) Sl a8 ey S ARy SIS okl Bl U3 e e e
(AU o 3y 2l sl g2l s
i)l 33 5 100%mms [M+Na]'— 3l2e 497 dis olos 2ad clacli EST Al a3lles L
425 40 305 Lis dagd 9 [M+Na-glu]" — 42l 50 335 s dad 3 (CpaHpOyy dost!
6 sl 3 OCH; s sesm Al U 8369 ;3 6 50 a3 29 [M+Na-glu-OCHg+H]"
B)IS) (3 moge oo LS [1]B aEd) e
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l‘bll‘.m
\l W/ \I/ \[// N2\ I 7 e
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ZQ 2000 / LMS Paris 5

K6288 CH3CN/DMF Vc 80V 19-Feb-2004 14:12:44
Z0704 20 (0.700) Cm (1:57) - Scan ES+
100 + 4 1.95e6
[M+Na]

[M+Na-glu]” \

335

[M+Na-glu-OCHa+H]* ‘

135

498

513
413

9 531 551 561 575

‘ 241 245 271 301 803, i 376 3g5 3 473483 ' Jﬁ |
b i MMMWMMMLWMMM bl hht Mﬂ b,

100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600

Fo o5 ol (EST) STV b4y JSC21

3 o LS NMREC 0y S bl 1550 ) Bilas il sl
7V AL s ade s [2]880 5 sl ileld dilas y (ABLI Ll 388 4a g 308 30 (3) IS
WS Fy oS as

Gluo @)

0
H,CO

O\c H,
/

6’-methoxypseudobaptigenin7-O-B-glucoside :7-hydroxy-6'-methoxy-
3',4-" methylenedioxyisoflavone 7-O-B-glucoside.
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m/z=474

l -glucose

(SMES") cab o Fy &S M &lais 411 (5) JSC2J!
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UV-Vis & A g Gl 3 @ das¥) LdLhas pils (1)d g

1 1| et | oot
270 | 302 |MeOH
270 | 302 |NaOAC
270 | 302 [HsBO,
270 | 302 |AICI
270 | 302 |AICIz+HCI

FaceS ol O 59 pl) (g lialt (69 31 (9 1 ddlan il _ (2)J gbr

A oo gkl | s JoSS | 8(ppm)
H, S 1H 8,25
Hs d(3=8,9) 1H 8
He d(3=2.3) 1H 7,25
Ho dd(J=8,9-2.3) 1H 7,15
Hs’ S 1H 6,87
Hy’ S 1H 6,82
O-CH,-0O S 2H 6,00
O-CHs S 1H 3.7
Hy d(=7.5) 1H 5,12
Fy S sodd (DMSO-ds 3) O 1 S (guablitdl (59 53) 013 1 bl ouilis _ (3) p
d‘é\}l\ Oﬁjg\ a(ppm) dfé\}l\ [Jﬁjgj\ 8(ppm)
Co 155.24 Cy 148.36
Cs 118.77 Cs 95.91
Cs 174.76 Ce 153.24
Cs 127.29 Cy» 100.34
Ce 113.00 Cy» 73.54
C; 161.78 Cs» 77.63
Cs 103.89 Cy» 70.04
Cy 157.51 Cs» 76.88
Cuo 116.00 Ce» 61.05
Cyp 122.19 O-CH,-O 101.63
Cy 111.45 O-CH3 56.98
Cs 140.74
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Fi &S ol g pmdl Jodl 2 _j

S, = BAW Sq | S3 | 2 o
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L 08N
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. MeOH Cide; AICI+HCI s & 5s dis 11 & ) ey S 5L a1 3Y) Oy
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& B S o N % e

2 35 3953 3 2 598 8
22

T V5T T 7 %77 ¥ §

f1
A sveamttw MR e | g By T RN
|v % 1 T %
Hs H,

(300MHz,DMSO-ds) F1 S sl 0 59 pll  cmabliall (65 331 05 J) &dllas (7) JSKJ1
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Fi oS Of () Kl (3 o gn 38 WST 055 5l (g bliall (o901 05 ) 2dldas W s
&y >3 5 Hp—J 42l 41 8.13 ppm Lis iV 5 LEYL ekl 0N e 8 Ls
Sk 3] Sl i syl Ol me By il oSN e oY) SO o8

Hs — 44 3o §=7.9 ppm s (J = 8,70 Hz) &5L5 5 ,Ls)

He —J &5 §=6.9ppm Lis (J=8,70-2,2 Hz) JL5 U5 5,Ls)

Hg— 42l 55 § = 6.87 ppm s (J = 2.2Hz) 455 5,L3)

Hg: — 335 4o § = 6.87 ppm s @l 3 ,Lx]

Hy — 335 4o §=6.81 ppm s @sl>1 3 ,La]

.OCH,0 —J 4l 3o §=6.01 ppm s el 2515 2l 5,La)

OCH; —J @il 3o §=3.66 ppm wus  alS) 356 2511 5 L)

05 Al el Py oSl 0 ST s il By ST 0T Jdl S L
7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone. : s 5 ,Ls S }s lda

[1] Tephrosia maxima .l & s s JaY wlass) £

HO 0

0
H,CO

O\CH
/

7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
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UV-Vis & 11 domandicdl G b das¥l dLbe pils (1)d g

Il s | dajst | ool
249 303 |MeOH
255 308 | 336 |NaOAc
249 305 | HsBO,
249 303 |AICIs
249 303 | AICIs+HCI

FieS pol) O 59 ) (bl (s 951 09 ) &3Lks @ils _ (4)d 5

G A o gdl | dddadl JoSA | §(ppm)

Ha S 1H 8.13

Hs d(=8.7) 1H 7.90

He dd(3=8,7-2,2) 1H 6.90

He d(=2.2) 1H 6.87

H’ S H 6,87

Hy S 1H 6,81
O-CH,2-0 S 2H 6,01
O-CHs S 3H 3.66
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(|
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45U 5 ,Lals 8.7 ppm die &olT 8 La] glas 05 g sl bl ) (50l o ) Al
OMos Y 858 Ul Jo Hiv  Hp—J alse J=99Hz & )5 <uly 4.95ppm s
s Co pr Wl 01 gy 9 59 ) IST HMBC Y s ¢ B -Coglucoside i
a5y Ll 5105ppm LieCy — 197y 164ppm s C7 o IS Hy ek LS™ 157ppm
Al G Hs 0590 Glln - 3 ¢ Coglucosew 8 23510 (3 0580y Y1 Jikza)
C; —: 1457y 163ppm i Cs—: 5105.9ppm s Cyo— 6.28ppm s (sl 1K

Lis Cp—y 1816ppm s Cp — W H, 090 glad «C add) a2 Loy
.122ppm e Cpr « 9121ppm

O ke aS” 130.5ppm s e el 055 SIG Lk HoHe 0659 ) glad B aild) L
158 ppm L& Cyp— s Cp—y Wl

. Cp 14575 Cp —r 5 115.5ppm i Led ool s UL HyHs 0 559 d) sl LS

& (HMQC,HMBC), Cosy H-H <y J 3d RMN 'H ,RMN BC olars 5 5a5 LU
W e Fo oSl adled) 2l z bzl L s e (7,6) ool s

5,7,4-Tri hydroxy isoflavone-8-C-glucoside
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g o ourenmpammetes 3 2 29 BE 8 SUEB8  ERRSIBRESS
8 g g g8 BE g gEEEe EEERIEREED
o NAME apr25-08 © = NS @ Qo0 Q RO OONANLL
g E 5 RIS} R 33339 SocGoaonaa
B0 N YT Wy TP
PROCNO 1
' s
=3 =) < ~ <\ o ool s <
g g g 5 ~E glelsl [z
g |8 g 3 N E g5 |8
£ S & 8 QS ] N
= 3 S 3 S ] b Slglsl S
13.0 12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 10 0.0

(DMSO0) & FoS yall (5 5 yall pusaalizall (g 9 gl (4 )l dpdlias - (10) Sl

Fo
g sz ey g B8 g 5 sy sy = .
g IS 58 S S8 & 2 s g I B8BLBIEEB
3 58 8 S 38 8 £ RIS 5 £geg3538
S SS =@ S 3D 3 s =& 35 3 S8EIE8ES
s 28 5 3 8 &85 = =S Ss oo o Sogsansag
= S8 98 EciES RS E] =8 2= ] SSAIIIIH
*** Current Data Parameters ***
NAME ~ :  apr25-08
EXPNO  : 495
PROCNO : 1
T ‘whunhu‘m\‘m‘m \ML Jm‘lm\ u'm\uu\uhh'u LA w‘ H‘Juh\ H AT u“‘\“u \Hw”w\m‘h L B J‘M \I\I“‘mu‘\ IH\M\M hhmh“nm il H\‘M\“J ADASEINGL O AL Y
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
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1 [ppm]

4.1(74) 3.7-3.8(61)
\ / 35(71)

4 / 149(80.2)
4.95(75) . —345(82)

*  6.28(99.5) -
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Fo <5 sl ( HMQC )cidb (14) JSANI

87

”h‘)

100

150




E
4
* ‘c "C
10 8
—— Cs .
—— [} ]
= Cy
- B ~Hi+Co
+— —
g H,Cy .
Cs
4 C4l
8 b 4 2

F2 [ppm]

F1 [ppm]

1 I i
150 100 50

200

Fo S el ( HMBC)ckb (15) JSCid !

88




m/z=432

-H,0

OH

Fo &S Llad (.;J (16) Sl
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UV-Vis & 11 g domadic) 3 dasY) Adllas oils (5) g

Il ds ;31 Pl | 4 3~ el
262 331 MeOH
272.8 311,378.6 AlCl3
275 311,378.8 AICI;+HCI
273 333 NaOAc
264 332.8 NaOAC+H3;BO;

Fo &Syl (CD;OD 400 MHz) Cosy H-H W (6)J sud-!

proton d(ppm) Signal J(Hz) Cosy
2 8.17 S 2
2°,6° 7.41 d(8.6) 2’6’35
3.5 6.85 d(8.6) 2°,6’,3°,5
6 6.28 S 6
1” 4.95 d(9.9) 17,27
27 4.1 m 1,23
3 3.50 m 27,374
4> 3.49 m 37,457
5 3.45 m 4”5 6’a
6’’a 3.88 dd(11.9,2.2) 57,67a,6’b
6’b 3.74 dd(11.9,5.16) 5,6a,6’b
Lailas<ll Aa) 3Y) ga Fg oS okl (CD50D 400 MHzy HMQC,HMBC il (7) 943!
S(ppm) (1538 JSI 488 gall
proton HMBC HMQC
2 C3(122), C4(181.6), Co(-) C»(153.9)
2°,6° Cy-(121), Cy(158), C,:Cs:(130.5)
3’5 Cs, Co C3’C5’(ll5.3)
6 Cs(163), C7(164), Cg(105), Ce(99.5)
C10(105.9)
17 Cs, Cy, Cy, Cy, C5 Ci (75)
27 - Cy(74)
3 C;, Cs» Cs(71)
4> C;, Cs C4(80.2)
5 - Cs~(82)
6’ Ce-(61)
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S; = CH3COOH (15%)
S, = BAW
S;=13:3:3:1

:FlOG J;«Ugﬁ},&:}\&bﬁd\_4j

Dl gy SIS gt
S3 Sz Sl M‘
64 | 54 | 68 Rf
iy (Flrdaa O 5l

35y Jei] com s g Fg o iad STF0G oS U of agbdl a1 3 Rf aed Ju5

200 260 300 35D

MeOH

260 260 300 350 400 450

MeOH + NAOAc

Fo &S ol UV-Vis &5 41 domanic) 3 b dn¥) ddLbn (16) JSC2U!

26 250

T

Lol S

450

MeOH + (AICI; + HCI)

o5 ke FioG oS N 058 e J sl (3 Jomadl doenindl 3 9 axaY) Cab IS o
MeOH Cade; NaOAC b @ ,las dis 11 4ol de g S U a1 5y L . O3y 3]
@);j;u\a}\);zu5&9\@0H>P)dujm)7csjl\LL;OHg@g&&b

. MeOH Cidz; AICI 3 +HCI Cie & )las 3,8 Adp=11nm 11 &e >l
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— 42096
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JZ":OO I(/in ’
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3oy oo LAY ST iy b3 Fg — FyoG S el NMR 'He b @ )las e
(U S sy o J Ul e o Je Js 0f s [4.3-35ppm] JW (3 wils] ¢ 2
G ailly 7 a3l 3 OH Ol ¢ and o Bomndid) Bt Aas Y1 Bllas i 8 0 S
C-ORw 4bls )l oS4 Uy 45, > ) dizadl 2aLY) 1) U wnbs Jo

o5 U & paad) 3l Ll Xylose 4558 a8l 2y el ol Sl L2 e g 87 e sy
CFg oSl a2 gl S Bl ciaed) LY Ay (ST U

48 5o M/Z=587 Anedl Jand| cabL) i) 4S5 (MS)  ES'akSY) adllas sl

Ll CaghlaOsg Hastl Gl 0S5 0y [ M+H ]" J sl oo miz= 565 5 [ M+Na]

[ M-133(Xylose)tH 1" d 4l o g8 Sl 2 55 08”55 M/z=433 222l

Akkal 20-Aug-2004 12:28:46

AKF10G,pos 42 (0.852) Cm (30:57) 1: TOF MS ES+
100 2712122 "1.21e3
|
i
+
[M+H]
.
[M+H-133-H,0] 555.‘2115
+
169.9999 [M+Na]
587.1896
221.0963 342.1908 .
[M+H-133] J
: 338.3742 |
454.3375 1
|
| |
| |
33604 588.1883
31483 ‘ 455.3158 537.4492 650.2090  701.5456
| .57
4151790 | - #0575 O e s 8277508
| | | 708.5437 | ;

Y ' ' T e T T T /2
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F10G &S ,oll (ESY) akSU) Cagb(18) Jsall
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i e Ol (S [4] L e L) e Ll 5 il e ] Lo 5 Lo Dt g
(il Je FgG oS

genistein 7-O-xylosyl 8-C-glucoside

UV-Vis & 11 g domadic) 3 dasY1 Adllas pils (8) g
1l & ! s ) | &1 | el

263 324 MeOH

273 307 AICl;

274 364307 AICIl;+HCI
263 327 NaOAc

L F10G oS ol O 555 ) (cablidll o 9 501 o ) AdLkae il (9)d gbr

Bl e gyl Hzdsdad) oS 8(ppm)
H: S 1H 8,2
H,- He: d(J=8,6) 2H 7.40
Hs’ Hs’ d (J=8,6) 2H 6.85
He S 1H 6.28
H1--(glucose) d (J=9.9) 1H 49
H;---(Xylose) d (J=6.6) 1H 4.2
Xylose+glucosel 5 - 11H 3.4-4.16
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cols L el
: AFs &S ol (5 ) o) 1 -
Pl gy SIS gl
S1 = CH3COOH (15%) Si | Ss | S e
§j : 14332 9 657 1.7 ] 7.8 Rfx100
ey |l Ol

S Me 08 Gle Jplll 3 almad) 25 4 5 dmeindl 3 b ana Y ol Cab o
LSl 7 ) e 315 5y S Bl Ly 5 9506 e e

OB e 5 le AFg SN 0T U ka5 a0 =3360m Aladl by ameiid) O U1 U
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L T I
18.8 306.0 358.8 469. 8 596.0

I I I T
z4@.@ 300.0 350.0 400.0 500.0

MeOH MeOH + NaOH

L |
486.a 590.8

MeOH+ (NAOACc + H3BO3)

T - T

L
358.8

T
L T T T 246.0 306.0
zd@.@ 306.0 350.9 408, 0 508.0

MeOH + NAOAc

T T T I T I I I T =
240.8 sea.06 350.8 408.0 500.0 2aua 3ee.a 358.8 468 500.0

MeOH + (AICI; + HCI) AICI; + (AICI; + HCI)
AFs &S ol UV-Vis 4 A1 g domadid! B b das¥) 8Lk (21) JSCaJ!

] wo NaOH sl 8Lo) e 32U ALy = 63nm Tas ) 2s g S 5L 215!
Jb 3250m s gl 55 5k e 42wl 3 > OH 5y e s 35 5l sl
Ad =6 nm WA 11 lanld ey 875U a1 5YG 48T (AUl 7 a5l 3 OH 55y o
i @ yls die T laal) de s S sl 3151 OLE, NaOAC s Sl Blo| e 24U
iYWl B B S s JU 5T Ole e s AICI+HCI o AICH
MeOH-— AICI+HCI —J dadall & )l oo 22U ALy = 45nm T Llasl) 404 575U
Bzl G OH 2y o o
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Dl e AL el A8 O g ) ebldl) (55 o Adlas o
HyHe— 438 50 §=7.86 ppm is (J=8.8 Hz) 351 5 ,Ls|
HyHs — 481 50 5= 6.93 ppm s = o) 3 @b s s 2V
6.21 ppm s 6.46 ppm s il Cnd,Lals JHg —) 338 50 5= 6.60 ppm s dsl>Ts L3
c oA e He g Hed (nidl 5o (3221 HZ) 55 <l
i) ) o oS Ll Sl apld) b g5 ) el ] LS LS

. 5,7,4 Trihydroxy flavone .&JL!

OH

HO 0

OH 0
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AFeS Jall(UV-Vis) &5 M 5 dzeendid! G 8 dnd¥) ddllas mils (11) 3!

I 4 3~ Fdept|  odleldl
269 336 | MeOH
275 325 399 |NaOH
276 301 341 381 |AICI;
277 300 339 381 | AICIz+HCI
275 301 371 |NaOAc
269 341 | NaOAc+H3BOs

(DC30D) 3 AFs &S poll O 559 ol e lidll (6 9 51 6 I AdlLkas pils _(12)J e

G G g pkdl | Hzisuad! JoS! 8(ppm)
Hy He d(3=8.8) 2H 7.86
Ha' Hs’ d (1=8.8) 2H 6.93
Hs S 1H 6.6
Hs d (3=2.1) 1H 6.46
He d (3=2.1) 1H 6.21
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: AF; &S ol (6 ) ol 2 -
Dl gy SIS )

Sl = CH3COOH (15%) S4 SS Sl M‘
S3=13:3:3:1 264 23| 47 | RFXL00
S, =4:33

(St (Sl O )

e sy S8 J sl (3 almendl 85 0 g Gl B g 2x3Y) oliane) b 1) 2l
G LB Sl w587 Je (318 5le g SIS e Jy g el oD pas S
3835l 3 OH lé s 03D 6,7 1) Ol s 0, =3510m T asband) Jsby it

L T T T
48.6 300.0 358.0 408.0 508.08

MeOH + NaOH

T = 240.@ 300.0
40808.@ 580.0

MeOH + NAOAc

I i T
240, 8 Jea.a 358.8

408.0 0.9

MeOH+ (NAOAC + H3BOs)

{ - L I i i T I T
248.0 300.8 25@.0 200.0 seo.0 249.0 300.0 358.0 400.0 500.6

MeOH + (AICI; + HCI) AICI; + (AICI; + HCI)
AF; &S ol UV-Vis &5 1 5 domandn! 3 8 dad¥) ddlks (23) JSE)
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] ao NaOH sl 8L e 24U ARy = 50nm T &ajll day S L1 215
J 329 M die Ak 5 55 5 5gl w4 mill 3 OH 35y o s ad sl 5u)
=18 nm S 11 Glaal) 4y ST oW B Y0 aSTl Uy 7 ao sl 3 OH 3y e
. NaOAC sl Bls) s 24U Ay

AICIs+HCl AICIy b & ,las die ALy = -27nm Talasld de g S sucdl @ 15Y) ) 56
Baidl o feSspae S S5 sy e s 3540 dis o 5 ) gl o
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FEHUN cwm el ) 05 gl nblal) g a5l o ) BdLas Slans L2k
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He' —J 4l 5o §= 7.39ppm Lis (J=8.1-2.2Hz) S S 5,La)

Intepral

(=81 Hz) Laf asld o =y Hy —J aibl e 5= 7.37 ppm s (J=2.2 Hz) 355 5,Lal
6.14ppmy 6.41 ppm ke nidlS oo lal LD LS  Hs' ) dadl s § = 6.85ppm Ls

-L}U’d\ & Hg 3 He— (bl 5o (J=2 Hz) Cj‘fj‘ b iy
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.5,7,3°,4’-Tetrahydroxy flavone. o= 5 ,Le wllall sda IS M 0 oS L s 0555

(Luteoline) AF; &S A dwy

UV-Vis &5 A g doeendid) G 8 das¥1 dllas sl (13) 3!

Il i g3 | 1| el
255 268 351 | MeOH
269 329 401 [NaOH
270 410 [AICI;

276 294 354 383 | AICIz+HCI
273 319 371 384 |NaOAc

LAF S ol 055 ) (o liall (65 ) ) EdLe i (14)d g

B Al gyl HziySdad JolS! 8(ppm)
He: dd(J=8.1-2.2) 1H 7.39
H, d(J=2.2) 1H 7.37
Hs’ d (J=8.1) 1H 6.85
Hs S 1H 6.62
Hg d (J=2) 1H 6.41
He d (J=2) 1H 6.14
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S; = CH3COOH (15%)
S$;=13:3:3:1
S,= 4:3:3

:AFlo&;Jwg*sH‘Qﬁbbﬁ\_3_&—’

Ll gy SIS ) _

S: | S| S Y
427 | 18 | 20.6 Rfx100
M GGMY\ o,.U\

JJM O;d‘-&ff Jj;u\dobj}u\ A =333 nm 4.4];-\ Jjbj(‘w\ M\ dj.U\

.b)jgwl:- 4.’)._\ L;‘

T Y E— T T I
248.8 300.0 350.0 400.9 508.8
T I T
za8.@ 200.0 35@.08 400 .2 588.8

MeOH + NAOAc

I T T T 1
240.0 308.0 358.8 460 .8 508.8

MeOH + (AICI; + HCI)
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3F N Alaall Bey ST 2-5Y1 Ol 0dS 5 LMy 7 a2l 3 OH Sl e J

MeOH Cike; .NaOAC b & )\as

& LS AICIHHCT - AICI cixb &5as die T Glaal) de g S scdl a15Y1 L

Ahp = 48 nmldas T & ol &g S5 a1 3Y) 9 B ddd LSy s E;Lﬁ;jg\,;

5 @25l (3 OH 39> g o0 MeOH e AICIG+HCI (il % )lis e

+
[M +H]
Aldeal 25-Jul-2008; um 14:01:2.
A200,pos,Akkal 51 (0.582) Cm (51:63) 1: TOF MS ES+
100 4331189 538
|
+ |
[M -gly+H] |
[
) |
271.0595 I
|
204.0213 |
341411
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S S e By e sl Sdlingb 0 SSTH £ 5
(39) Sl @5 g bl dal gl e 3315 5y ST il IS e ale 3l & (5 )
Pl § RF=065 pLd] culy omdy Ok gdar o) 0 SV Ol U
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AL ) 37 g0 g Al g0 O Sy O 55 g ) b liall (59501 05 )1 iLas el 34
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Lo ke AFeS N 058 e LasTh w8 0,5 LUl

OH
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HDMBSI7C 10 1 E:\TOPSPIN duddeck
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§ 65100 —>-
. 6.66(104)
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UV-Vis &5 A 5 doeadid! B dadY) ddlas mils (15)0) 348!

1 & 3! L dept|  oOleldll
269 333 | MeOH
254 269 391 |NaOH
275 298 341 381 |AICI;
276 298 341 381 | AICIz+HCI
268 335 | NaOAc
269 336 | NaOAc+H;3BOs

L AR &S ol O g9l (b liall (65 ) o 1 Adlas il _(16)d g

B gl | HZsasd) JSI | 8(ppm)
Hs’ Hs’ d (J=8.8) 2H 6.93
He d (J=2.1) 1H 6.82
Hs S 1H 6.66
Ho d (3=2.1) 1H 6.50
Hy d (3=7.3) 1H 5.07
Hea dd (J=12.2-2) 1H 3.95
Hee dd (J=12.2-5.7) 1H 3.71
Hs- m 1H 3.57
H,» H; m 2H 3.55
Hy» m 1H 3.41

CD;0D JWaiwly NMRYC & 35 ,SU (b L) (69 33 (5 J EdlLlae il _(17) pr
JUIRIY

-

@A o S| ppmy § E1Y S A o S| (ppm) § a3yl
Cio 106,5 Cs 182
Cs 100 Cs 163,43
Cy» 101 C, 162,0
Cs 94 Cy 157,92
Cs» 77,60 Cy 157,6
Cs» 76,816 C-2 156
Cy» 73,491 Ce , Cx 130,5
Cy» 69,970 C; 104
Ce» 61,5 Cr 121,4

Cs, C; 1155
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AFRCS ol (6 gt Jodl 4 o
Dl gy SIS gt _

Sl = CH3COOH (15%) S4 SS Sl M‘
S:=13:3:3:1 223 18 |206|  Rfx100
S, = 4:3:3

(et (Sl 05l

055 Je 0V Ay = 348nm J k) & Abmnd) Blaadl 2ad 5 UV aas¥l o il Ol
C O e ke ST

L 1 L
350.0 400.0 588.08

MeOH + NAOAc MeOH + NaOH

[ S N L L I |
t40.9 300.0 350.8 480.8 5608. 0 8.8 2008.9

1 I 1 1
a.8 3068.0 350.0 4006.06 508.8

I L
400.8 500.8

MeOH + (AICI; + HCI) AICl; + (AICI; + HCI)
AFp; Sl & M g dzewdsdl G das¥) ddLks (32) S

1 | L
rLe 308.0 350.0
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MeOH Cide; NaOH s @ ,las 0 45 A1 AL = 54 nm | Glasl) 204 S U1 215y
4 @M 3 > OH 2y Jo Js &5 pa) B0l )] s

Sl ol 5 L My (7 23511 (3 OH 55y i3 320-335nm oy S &e ) 53 pute
MeOH Cade; NaOAC Cab % )lie is 11 s joel) 2s g S 55U 21 5Y)

Bgn g S sl a1 Y1y AlCH (il BLs) die o) Caall (30 = 422nm | as ) 48
Ss g e ks AICI Ciky AICIHHCT Cabs &5Gs 30 ALy = -30 nm < | s ;>
L BRI e JouSTs bl U

iy AICIHHCI Gk & )s die AL = 44 nm IEG | Ge el Be g ST 5L 215

58)“ & OHs >y Je |J> MeOH

SN o ™o
© 0L O N~ oy

© O M~~~ <t <
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Hi»
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SN g LY paal o 8 el LD 05 ) b LRl (g sd) g M Al e
oxebs Sls i 35-4ppm kil (3 Eslo) o jLs] > me (Luteoline) L)
F Ve S S (oW J=7.3Hz 7 315 <ale 5.07ppm is (S e 51 O 5 )
da sl e gl Sl 212 e g SU Al 5 2zt 2abYI Y & e 4 aSTW)

LT B 5 SI Ob il e UV e aas L 5 ((39) JS2d) 355 L)
4:3:3 pladl 3 Rf=0.26 SLdl caly omemin 05k o )l 3 S CoIE ) L

Luteoline— (3:Uze o4
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451.15% s
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TYTTTTT Y T Ty rerey T T T ’ r S g oz Pp— T ™
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AF;;S ol (EST) akS31 ab(35) S

021H20011 M :\-53‘;-/" m/z=449 L= 8)\-&1 J-@-.Ef JJM RPS 8;\.&.“ Z\JLG I\J;Q\ 2\.33\_:.&,6
Lo ke AFLCS N 058 e LuSTh W8 0,5 QU

OH

OH

Luteoline 7-O-f glucoside
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DAL &S ol UV-Visis A g G G dasY) idlhe il (18) 5!

Il s 0 | dojl| el
268 348 | MeOH
259 402 |NaOH
270 298 422 |AICI;

265 298 354 392 | AICI+HCI
264 408 | NaOAc

- AFy; JJA.U O 59 M gmabw‘ tﬁj}"" Uﬁ‘)‘“ idlbs C;L” —(19)JJ'\’~

B o gyl | Hzisxd) JS | 3(ppm)
He dd(3=8.3-2.2) 1H 7.44
Ha: d@=2.2) 1H 7.38
Hy d (3=8.3) 1H 6.83
Ha S 1H 6.7
Hs d (9=2.1) 1H 6.78
He d (9=2.1) 1H 6.4
H, - d (3=7.3) 1H 5.1
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P AFS pold (6 gl Sl 5

3l Caliy (Jeledl 3 0L s ddas Blis 5l 5,00 3 AF, S A gy
o et s 1315 5y S8, ) Alales iy #6855l Ol gl

100° 2> 1 L) (el @ (H2S04: CHsCOOH: Ho0/1:1:8)

NMR'H b 08T a1y g Y2 45,87 v UV aasY) of ST M e 1, pas
B.2ppm e S5 §,La] | seb me Ll BMAl S el B-9ppm o LAY pdab o
Al Lebls L aSTl g L [6] SCdd 8 d) 3.5-dppm o 1)Ly ¢ J=3.8 Hzg 55 <l
By all 4 Sl | sl pid) o wiiillas @ Sl s Anb e O ml W4l (35, COSY
3By NMREC ik L dm oS0y oV S diillas RE S Gk 12 O3
o J5 Alas sy any Ol S 8 ke SN e 05T mian 0 ST 12

1ol iy [6] 41,2 bl @l o NMR'H3 NMRYC
D-sucarose (glucopyranosyl-(1—2) fructofuranoside)

HOH,C o OH
HO
OH
o | Ho
o)
OH

D-sucarose

H
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F2 [ppm]

AF1; &S 5l ( COSY ) cab (38) !
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D(+)Xylose

AF1

L(+) Arabinose

B D(+)Glucose M AF10

D(+)Galactose

o- Lactose

Iaad| ALY oo U Ol Sl o ol # 5leg S 1 (39) S
z\éjji\ M\rﬁ\umcn
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Apusillay A atlantica ¢ b el Ammoides _widk) J o ol JLSan) 22

Ll omidl Clall (3 mly Jlgmznl g o3l U U2 (3 Bs Bl o 185V o
S e o)l B O deadl D (a2 2 ST Aol b g sl
1 SO DV PR M(’*@ Sl O M e 93 (U g (S s L;j‘)ﬁ e es jd

g0 a Al 3iis 9 4nds Apigénine 22 4l s Apigénine JSA
Apigénine 7-O-p glucoside
. Luteoline 7-O-p glucoside 4&iws 3 4wds Luteolinge: ) ¢ Luteoline JQA

AV Jazdl gay 7-0-glucosyl w25 g3 JIdie Y Jae (sl ST 0T Lol
Glucosyl «3Y's UDP-Glu(glucose Uridine diphosphate) S b Al e e gl
i gas o (6 o) § Loyl 3 s al= U (3 sy 3] jawesze A4 transférase
LI . Ammoides o) e Laghond £ b S ads L LS Sl (U ST 8
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st pladl [Sas S el 030 Mt ey LBl lizi Gl e Wy 2ud) Sl Y
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7-hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone. (F;)

5,7,4 -Tri hydroxy isoflavone-8-C-glucoside. (Fo)

genistein 7-O-xylosyl 8-C-glucoside(F1oc)

ahad oy B Fios S LT it s e 80 5V Laghiad ¢ FolFy cnS AU
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Résumé

Ce travail fait partie de notre programme de recherche sur les plantes médicinales
algérienne des familles Fabaceae et Apiaceae.

les flavonoides sont des substances naturelle qui jouent un réle protecteur vu leur
activités biologiques. de ce fait. Nos travaux sont orientés vers 1’extraction, la séparation
Jla purification et I’identification des composés flavonoidiques de deux espéces : Retama
sphaerocarpa (Fabaceae) et une espece endémique Ammoides atlantica (Apiaceae).La
réalisation de ce travail a nécessité I’utilisation de toute la batterie chromatographique en
phase liquide ainsi que le recours aux méthodes modernes d’analyses les plus
performantes notamment, la spectroscopie de résonance magnétique nucléaire (NMR'H,
NMR™C, Cosy, HMQC, HMBC), la spectroscopic d’absorption ultraviolette et la
spectroscopie de masse.

Toutes ces méthodes nous ont permis d’établir les structures de quatre isoflavones
isolés de I’espéce Retama sphaerocarpa : 7-hydroxy -6’-methoxy-3’,4’-methylenedioxy
isoflavone 7-O-f-glucoside.(1) 7-hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
(2) 5,7,4-Tri hydroxy isoflavone-8-C-glucoside. (3) genistein 7-O-xylosyl 8-C-
glucoside(4).Ce denier composé a été isolé pour la premier fois, et quatre flavones et un
sucre isolés de I’espece endémique Ammoides atlantica :Apigénine(1), Luteoline (2) ,
Apigénine 7-O-4 glucoside(3), Luteoline 7-O-f glucoside(4) et sucarose .

Lactivité anti bacterienne de 1’éxtrait Butanolique de la plante Retama sphaerocarpa a
donné des résultats positifs sur 1’ espéces staphylococcus aureus ATCC43300 .

Ce travail a fait I’objet de deux publications internationales .

Mots-cles : Ammoides atlantica , Retama sphaerocarpa , Flavonoides .



Abstract

This work is a part of our research program on the Algerian medicinal plants of
Fabaceae and Apiaceae families

The flavonoids are a natural substancs,that play a protective role considering their
Biological activity, for this reason our research was interested in the extraction, separation
,purification and determination of flavonoid contents of two species Retama sphaerocarpa
(Fabaceae) and Ammoides atlantica (Apiaceae), the latter one is endemic. The
achievement of this work required the use of several methods in the liquid phase
chromatography as well as recourse to modern methods of the most effective analysis
namely the spectroscopy of nuclear magnetic resonance (NMR'H, NMRC,Cosy
,HMQC,HMBC), the ultraviolet absorption spectroscopy and the mass spectrometry. All
this methods enabled the establishment the structures of four isoflavones which isolated
from Retama sphaerocarpa specie: 7hydroxy-6’-methoxy-3’,4’-methylenedioxy
isoflavone 7-O-B-glucoside.(1) 7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
(2) 5,7,4-Tri hydroxy isoflavone-8-C-glucoside. (3) genistein 7-O-xylosyl 8-C-
glucoside(4).this latter is new isoflavone. and four flavone has been isolated from
Ammoides atlantica : Apigénine(1), Luteoline (2) , Apigénine 7-O-f glucoside(3),
Luteoline 7-O-p glucoside(4) and arabinose .

Antibacterial activity was assessed using the disk diffusion method , The n-BuOH
crude extract was the most active against staphylococcus aureus ATCC43300.

This results were published in two international journals.

Key words : Retama sphaerocarpa, Ammoides atlantica, flavonoids.
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CC: Column Cromatography.
TLC: Thin-Layer Chromatography .
PC: Paper Cromatography.

BC-NMR: C Nuclear Magnetic Resonance.

'"H-NMR:  H Nuclear Magnetic Resonance.

HMBC : Heteronuclear Multiple Bond Correlation.
HMQC:  Heteronuclear Multiple Quantum Correlation.
HSQC:  Heteronuclear Single Quantum Correlation
COSY : Correlation Spectroscopy .

J: Coupling constant.

Hz : Hertz.

ppm : pats per million.

S : singlet.

d: doublet.

dd : doublet of doublet.

Rf : Ration to solvent front.

El : Electron Impact ionization.
ES : Electro Spray.

FAB : Fast Atom Bonbardment.

GC-MS : Gaz chromatography-Mass Spectrometry.
HPLC :  High Performance Liquid Cromatography.
uv : Ultraviolet.

ROS: Reactive Oxygen species.

CoA :  Co-enzyme.
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= 4 sk Tagetes minuta axdl Jlaxze! J2e [22] 2 oY) i lae 3 3 2

(oo N eridl Sl g S Jexzas &) 3 quercetagetin-7-arabinosyl-galactoside

& Joxed ) Scutellaria baicalensis 4zl A1 eSSy 28R ) Al o) Y1 it el
ey il el oy S we Gy cadame Bas e B o g A 5 el 3L sl
e 2 ,al) o) S 2o Sl Bs bl (6 a5 LST ([25]Baicalein s 35 1) e d
Aol ol Ml ke Ul -5 3 oS 3 gl Gl (3 sty g1 5N
.[25-28] galangin ,pinocembrin

& SV o i) 11 4-

olaksand 4 Sl ds Wdl anl s U invito o )E 3 S e S odes
S il ods 8 peadl e ey (aaddl Gl 3 Al ol olas B3
[30] Cromolaena s [30] capsella <[29] Hypericum

D S A e W3l s U ) it g s U] SV cgd] o
[46] genkwanin<[45] ponciretin<[43,44] pinocembrin <[ 40-42] galangin< [31-39]apigenin
« [49] epigallocatechin gallate <[48]naringin< naringenin «[47]4&iiw o Sophoraflavanone G
9 [52,51] kaemferol <[48] quercetin glycosides ¢[50] luteolin7-glucoside <[39] luteolin
.[55] isoflavanones<isoflavones ¢ [54,53] flavone glycosides

o Lo el By me OLS e L] ol 0 8L ) ¢ 2T Sl el e

* * @ [47] Sophoraflavanone G [57,56] Epicatechin gallate J"‘ &JJ,:Q\ <YOLL
Ol ) e asllans) Vdzus Blo) U ¢ 2 Sl ues LS[58] Lzl
Gl U 02Ty Wang ol£) els L [59] 3 xSl salall Ll sl LS o dm o)
O 1 g2y aJlasy1 0slll s sae o Shydroxy-7,4’-dimethoxy flavone o sl Cru <lins
Bl oda o g2y 2V Gand) 5 [60] &Sl o Wil Op 5 ALl ol

161] Baald) Je -, fSI1 of sy 1l Jlst sl 3-methyleneflavanone—!
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alabl, &1 Ll Yue 55 Ananthan sVijaya &t & dnvivo JJdl ) i) et S g
Ll iyt e e 08U Quercetin I 0 214.3mglkg s 142.9mg/kg — o g b e
& sl alas 53 =W o) 2l o &y s 1l shigella LSl o0 Lokt (guinea pigs)
M) oL O Co-wokers s Dastidar <51 2004 39 «[62] Quercetin V.xlz&
Ll uJacT 6,8-diprenylgenistein -» 3.16mg/kg s sophoraisoflavone Q»l.58mg/kg_5
[63]  Salmonella typhimurium > (challenged ¢ 5 )0 22l
D dg o) o dJad) 214
3l ULl By Y1 ARy b ) g O A ) LESY)
O [64]  OLusY J aall & ol 5 a4 o Wlarta) = 81 (50
— s, | Eysenhardtia texana i x e s e JaY J gl
PR A il Y] 5,7,4 -trinydroxy-8-methyl-6(-3-methyl-[2-butenyl])-(2s)-flavanone.
L Ml[65] candida albicans 8 el s FU) el

Terminalia bellerica &l | oy 523 S J 9 524 7-hydroxy-3’,4’-(methylenedioxy)flavan
[66] Calbicams_» X s il sl =31 5a
& R O LS UL ko e 5%y e R S as el S e
s e Wl BT (o)) galangin J 5 U1 Jae 5 ST laS L st

Aspergillus tamarii, A.flavus, Cladosporium sphaerospermum,  Penicillium digitatum,
[67] Penicillium italicum.

1l g pdll A Al 2. 4
S gl 3] ol g i) Lo glin (3 Sl 3 aal I sl Sl ) am ey
(HIV) lhed) s ol 635 2] o il dled)) [lgh) o 30pudd

HIV-L el Ao fendl B30 I PAN PR ~Exad human immunodeficiency virus
NSy HIV-L sUl el Loy baicalin O S OF 2wl ) s 3) Slezl 5 1))
4Jl=3[69] robustaflavone <hinokiflavonec [68] baicalin e M g WS¢ [68]cs stall JLazi)

&£ apigenin 5 chrysin ,acacetin <l 4l of Sy HIV-1 Gl @) e Al
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chrysin & 58 38 5 o 05 =Ty Hu  Jlesl 4 125 OF 2231 o g¢ [70] HIV-1) bLas
[T HIVAL Lo Alaxzedl winas 13 5 reb 49 6396 21 Jol (0 Ao 2dle 3500 jlis
5 ) selway Al i Sl gl e 6 2T ¢ 15T Ao Al ol bl
quercetin,morin,rutin,dihydroquercetin,dihydrofisetin,leucocyanidin, ,catechin of
herpes simplex b Lo olon g dll 1o &\ﬂ dmw Lo ale SE pelargonidin chloride
[73,72] sindbis ¢z 9 polio Midl g5 M\ syncytial _» 9 x 9 virus(HSV)
L SUISTRURE RN PR sl 5s o o) saill kaempferol s chrysin caS A L) BLsYL
wlely Oy Al galangin J $ Ml Al sSTN1, [74] rotas crona espb 14ST s HSV_J
[75] coxsackie B 9 HSVolo g i)l A
-2 luteoliny kaempferol | olds M)l (ol oy S W el O 4 5 eyl jud
s [76] = e ST LS 0 @ )lis o)) oS Jladll o)) oy Lo ldny HSVLS aleb
oo s Quercetin Foa ol g pall slall falally ol 35U on Lad i 0 el
idleb e Ll apigenin &R LS HSV L5[77]acyclovir 3[72] 5-ethyl-2’-dioxyuridine 4l
. [77]acyclovir
BdeS dalall Lad) - 3.4 1
S YO P U R g CiUE PRV U POV PO U, I T
gl el BlSS sslall ads Yl e o
PV Ol e sl ROS T sl asuall UV ade ) oY) Lol
SLa) A s 5 w5 anenl) WSS et oS 250 o 081 5 5y 5
(78] ) ) 3
S s lia (iBsmy. . .OH, O, NO' —S ROS akeidl SV oddl ol o
oda slao) LB psanll ey ([79] AN O b e DUy 2 AL
. [80] AkeenS” 3 )bl LAY zis 5 ol 39l 8L S a2l s )y
B &y Vel ks 1SS e Jani s By 58 G e el 28T s 9O s
Wy ([82,81] &Ly V) DlEd) e asaldl oy SOV o 5 el e AL 5 ) ez
JeeeS 5 Al menl w350 g sy Biaze 5SS S5kl Sl SO B OF Sl ) oy
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ol 3040 S g dn S0 5 [83] Cadl>l 3w bl (3 daad) G L dsl (82
a3l 2l Ca-Cp o C il (3 aieliall dlay) I Je Ll sy nSTU Lo glin 5 905 LS (B
5S4 Aspest s 2EYL B &35l (3 OHy 3 w3501 (3 OH 25y <[82] Osiem—4 o
1841 5 A1 59kl Ll aJled ey Cp-Cy (n ddsliall byl )
el & JoeS 9 bl sz ooy LS &l b 3T 09 1 5 Gwan-sub Sim —J 4wl )3 &
alayl I e gl ol ol jlast] @8 ¢ 5 A edd) Ll e b ul ool i )
Chrysin : UV e IO € bl 3 Ca o 5 S i set o 281 I 2ieliall
Kaempferol, Quercetin, Myricetin : <Y & $Mall o Apigenin,Luteolin.
oY 5 30 diey Luteolin s 31 aJles 1T Chrysiny Apigenin OF U @dall wis Lo )
g5 el 55 Quercetin oS Tl bl OH &% 6 e & 5Lkl Myricetin of L
RN A.qu.,; (2) Jaadly . s @fy\ 93> Kaempferol JAJST Y llas OH
. [80] &g 2D LS\

L rall p La,¥ Solias ol 0 087 e wlul, ) ciazs els ) Byl
15y [78] S g ol 33L20 [90 (89] Aeslold 33L20 [88-86] LI 33Lias (85
0SS iz 621 AN Ol M femias WS90 LW s Al
NgaS Sllall (3 Janzed b pH ) 0y 550 Ay 6 piall Bl ol sl 5 )
(30 mg/l anthocyanosides) —  sealS™ &30 5V 6kl 2wy U] ol gDl CBLaty L alasl>
an 3wy LS AL Leab e el W 8 gl L ULy e 0
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L ) g Bladl S N jaad B5LeaSd) gl e g (2) 35!

=S A 05 S @l g sl

2| 3 4 5 6 7 8 2’ 3 4 5 |6
Flavones and their glycosides
Acacetin - - - OH - OH - - - OCH; - -
Apigenin - - - OH - OH - - - OH - |-
Baicalin - - -| OH OH OR; - - - - - |-
Baicalein - - -| OH OH OH - - - - - |-
Chrysin - - - OH - OH - - - - - |-
Luteolin - - - OH - OH - -| OH OH - |-
Luteolin7-glucoside - - - OH - OR, - -| OH OH - |-
5-hydroxy-7,4’- - - - OH - | OCH3 - - - | OCH, - -
dimethoxyflavone
Isoflavones
6,8-diprenylgenistein - - - OH Rs OH Rs - - OH - |-
Sophoraisoflavone A - - - OH - OH - * * OH - |-
Flavonol and their glycosides
Galangin -| OH - OH - OH - - - - - |-
Kaempherol -| OH - OH - OH - - - OH - |-
Myricetin -| OH - OH - OH - -| OH OH | OH |-
Morin -| OH - - - OH -| OH - OH - |-
Quercetagetin- -| OH - OH OH ORy - -| OH OH - |-
7arabinosyl-galactoside
Quercetin -| OH - OH - OH - -| OH OH - |-
Rutin - | ORs - OH - OH - -| OH OH - |-
Flavan-3-ols
Catechin -| OH| OH - - OH - -| OH -| OH |-
Epicatechin gallate - Rs - OH - OH - -| OH OH - |-
Flavanon-3-ols
Dihydrofisetin -| OH - - - OH - -| OH OH - |-
Dihydroquercetin -| OH - OH - OH - -| OH OH - |-
Flavanones and their
glycosides
Naringenin - - - OH - OH - - - OH - |-
Naringin - - - OH - ORs - - - OH - |-
Pinocembrin - - - OH - OH - - - - - |-
Sophoraflavanone G - - - OH - OH R; | OH - OH - |-
3-Methyleneflavanone - | CH, - - - - - - - - - |-
5,7,4’-Trihydroxy-8- - - - OH Rs OH | CHj; - - OH - -
methyl-6-(3-methyl-[2-
butenyl]-(2s)-flavanone
Flavan-3,4-diols and
anthocyanidins
Leucocyanidin -| OH| OH OH - OH - -| OH OH - |-
Pelargonidin chloride - Cl - OH - OH - - - OH - |-
Flavan
7-Hydroxy-3’,4’- - - - - - OH - - # # - -

(methylenedioxy)flavan

-:no substitution; Ry:Glucuronic acid; R,:Glucose; Rs:prenyl group; R4:arabinose-galactose;

Rs:rhamnose-glucose; Rg:gallic acid; R;: lavandulyl; *:pyran ring between position 2’and3’; #:0-CH,-

O between positions 3’and 4°.
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d(J =2.5 Hz) d(J =2.5 Hz) 5-OH,7-OR
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6.3 ppm (S) i - i 5,6,7-OR
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7.9—7.6 ppm 7,7-7,5ppm |Flavonol (3°,4° OH; 2°-OH, 4° OMe)
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Luteolin 4°-O-neohesperidoside Cy7H30015 1 [16]
5, 4’-dihydl‘oxy-(3”,4"-didydr0-3”,4”- CooH1807 [17,16]
dihydroxy)-2"’,2’-dimethylpyrano- 2
(5,6 : 7,8)-flavone
Genistein Ci5H100s 3a
Genistin C21H20010 3b
6 hydroxy genistein
Retama raetam CisH10s 3
6 hyd igeni
ydroxy apigenin CotHycOut 4 a
Luteolin Ca1H20011 5
Kaempferol C15H1006 6
Biochanin A C16H1205 /a
Pratensein C16H1206 7b
3’-methylorobol Ci6H1,06 7C
Rhamnazin-3-0-B-glucopyranosyl-
(1-5)- a-arabinofuranoside CasHsz016 8a [18]
7-hydroxy-6’-methoxy-3’,4’-
methylenedioxyisoflavone-7-O-f- C23H22011 9
glucoside [19]
Genistein 7-O-B-glucoside C21H20010 3b
Daidzein 7-O-B-glucoside C21H2909 10
Orientin ou Lutexin (8-p-D-
Retama sphaerocarpa .
Boissior glucopyranosy! luteolin) Ca1H20011 11
Rhamnazin-3-O-B-D-glucopyranosyl- [10]
(1-5)-[ B-D-apiofirranosyl-(1—2)] a- Ca3H40020 8b
L-arabinofuranoside
Rhamnazin C17H14O7 12
Vitexin CxH2001 13
Vicenin-2 Cy7H30035 14 [20]
Quercetin 3,7-di-O-p-glucoside Cy7H29047 15
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Serratia marcescens, Salmonilla enteritidis, Escherichia coli(ATCC25922), Pseudomonas
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niger ,Candida albicans [21]
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Quercetin 3 -O-B-glucoside C21H20012 16
Apigénine 7-O-B-glucoside C21H20010 17 [26]
Luteoline 7-O-Rhamnoglucoside Co7H30015 18b
Luteoline 7-O-B-glucoside C21H20011 18a [27]
Quercetin 3 -O-B-glucuronide. C,1H15013 19
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R. sphaerocarpa—) ~ SU! eSS s AUl ae WE o bl Wi
Ol by o)y e 535500 Hep2 sl WU 0634.2 ety 05 30 pgiml —; o5 s 4
iy g ) 6-mercaptopurine — 4 ,\as (epidermoide carcinoma de larynxy & — >t
) oo W B s Ol ) 3 A s b S e S dle %542 a5 b
Meyer > Ylaé Sale jan LCsp < 1000 pgiml OF wlall xs [8] LCsp = 454ug/ml — ;%5
[12]
Jold @100) BT Lo e (1) 1S m S abeld) fend L) i) 2l U
LS™ sl 48 SO (Allium cepa) el o ¢ 5 (Index mitotiquey MI (s skl ol
ao ol e L S e g s Abelall bl o 31 wil) 0624 oo ok Lo e fon

.[13 8] (Agrobacterium tumfacienx)

44




M@L«a—ﬁ\ 5T
9 ol e ST e LSl ) R, sphaerocarpa axl) L;?L:‘».:Q\ 3,6 sk CWU Nty
C o e sde a2 ) g Lgdas & ol DN

>l g 4 48 (quinoliziding) i—wb s 95 Ol DB 0K e B ) f A
<Lupanine <Oxospartéine <Déhydrolupanine <Ammodendrine : (bipiperidine) > s
.[15] Methyl cytisine (Cytisine s [14] Retamine «<Génistéine <Sparteine

(3 Retama i gL@mMu@x L.J\;AL:AJS-US)Q | o C)‘-\.:J.j-éw“;&\.ﬂi
(1) J sud]
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Retama d"‘dﬂ o &}.aﬂl\ Q\AQ}'}/\.&J‘: ¢)) dj.Gz-\

3) 3)
ed ¢ 9 S A ! oz danall - -
a2l 2l | cr}\
Luteolin 4°-O-neohesperidoside Cy7H30015 1 [16]
5, 4’-dihydl‘oxy-(3”,4"-didydr0-3”,4”- CooH1807 [17,16]
dihydroxy)-2"’,2’-dimethylpyrano- 2
(5,6 : 7,8)-flavone
Genistein Ci5H100s 3a
Genistin C21H20010 3b
6 hydroxy genistein
Retama raetam CisH10s 3
6 hyd igeni
ydroxy apigenin CotHycOut 4 a
Luteolin Ca1H20011 5
Kaempferol C15H1006 6
Biochanin A C16H1205 /a
Pratensein C16H1206 7b
3’-methylorobol Ci6H1,06 7C
Rhamnazin-3-0-B-glucopyranosyl-
(1-5)- a-arabinofuranoside CasHsz016 8a [18]
7-hydroxy-6’-methoxy-3’,4’-
methylenedioxyisoflavone-7-O-f- C23H22011 9
glucoside [19]
Genistein 7-O-B-glucoside C21H20010 3b
Daidzein 7-O-B-glucoside C21H2909 10
Orientin ou Lutexin (8-p-D-
Retama sphaerocarpa .
Boissior glucopyranosy! luteolin) Ca1H20011 11
Rhamnazin-3-O-B-D-glucopyranosyl- [10]
(1-5)-[ B-D-apiofirranosyl-(1—2)] a- Ca3H40020 8b
L-arabinofuranoside
Rhamnazin C17H14O7 12
Vitexin CxH2001 13
Vicenin-2 Cy7H30035 14 [20]
Quercetin 3,7-di-O-p-glucoside Cy7H29047 15

46



OH

HO @)

R=neohesperidosyl

R, o
Rz
OH (0]
OH
3
N |
R1 R2
a OH H
b OGlu H
¢ OH OH

OH
OR OH OH
(@] (0]
OH (0]

OH
Gluo l o ‘
HO

OH O

]

OH
HO l 0 O
OH
OH O

B

HO 0
R,
OH 0
Ry
R1 R2
a OCH3 H
b OCHS3 OH
c OH OCHS3

47



R

H

B-D-apiof uranosyl

H
H

H3CO

HO

Glu

O

=
H

OCHs

OH

OH

OH

48

Oy

0 o OH
HO
o H H
RO

GIluO 0]
0]
OH o) >
HsCO O
OH
OH
Glu
HO (@]
OH (@]
OH
Glu
HO 0
OH o)
13 I
OH
OH
GluO (@]
OGlu
OH o)



Ammoides atlantica <\J &gw\ Z\M\)-U‘ -~

el B Cavadl _ 1o

Embranchement Spermaphytes C J.a'J\
Sous embranchement Angiospermes C JAJ\ P
Classe Dicotylédones )
Sous classe Rosida a2l o £
Ordre Apiales i )
Famille Apiaceae sl
Sous famille Apioideae Wl oL
Genre Ammoides ]
Espéce Ammoides atlantica ¢ o)

N B LR~ S|

3ol ) 8k A s ol Leme ol L= LS - Ammoides atlantica
Cadel 31 0V

6 Ul 3 old Ol e « Ammoides pusilla =Y ¢ b A )as Lais ST Kl
o AW obs N 3L g5 (e 252 Jska @ e oIl L) Lic aasl

[2] . A4 alol 225 a4 p 1000

Ammoides atlantica izl &d) $ 55 9 8y 500 1 (2) S
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: Ammoides el & o ged) mdl _3
LSl slaaS” onddl (LI (3 Aatlantica s Apusilla : Ammoides 5 oo ST Jorins
G iS5 WS ) g el g9l 585 Y ¢ o) 2l Apusilla feses WS Y
bl Loy Jubyl sl i) Galosl) A lal sl o = 52y ) 2 S J S
g goYl 1ol ekl S 3 el W S5 6y [20] aepbYl (3 ol 5 Ulasn
A o i) Ll Gom o S o o5 B RS (g IV B ey 20V
sl gl Lo Joly . ool Zoe & LAWG wlan 095 By (Olacdd) 34 & poy pg2ns
22 B e Ol g o o cerd ol o 2w R AL e OIS 22 o

@ Sl el ST O all B andl Gl (3 andl b S bl fariey ST
, $OGTT (Oral glucose ToleranceTeste) Lgbjji’ o ] ;;J\ o o ) Il il Lo 1

\juLJ\ | 9 IVGTT (Injection vasculaire glucose Tolerance Teste)

A5y 250 mg/Kgie % V285 ey Sl jolam) Je Apusilla dd SU el
C[23] &l ods Jlamza] oo bl ol Slislias 5 5 ade (e Rpadl il ilils

F5 o IS e Apusilla— J L) cu U ezl S @y ) e T LS
Lo el Sl

[24] Pseudomonas syringae pv.morsprunorum s Pseudomonas syringae pv. syringae

RCEND VN | U L P e o Q}jjgcx Ao il ol e bl LS

Serratia marcescens, Salmonilla enteritidis, Escherichia coli(ATCC25922), Pseudomonas

aeruginosa(ATCC27853), Staphylococcus aureus(ATCC25923), Klebsiella pneumoniae,
Pseudomonas syringae pv.morsprunorum, Pseudomonas syringae pv.syringae,Aspergillus

niger ,Candida albicans [21]
Lo i Ll an o sl asesdl qbl A Aatlantica gl ¢ gl Al U
Escherichia coli(ATCC25922), @ ¢ 15! oo S Jo 339,
Enterococcus faecalis (ATCC29212) s Staphylococcus aureus(ATCC25923)
Bacillus subtilis(ATCC6633) (3Ll ¢ sl e b dor Lo | U s e LS

. [25] 6.25mg/l;pe J3T i,
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: Ammoides o) @\-«-Q\ e |

il g1 <l [25] Aatlantica 5 [21] Apusilla oo S LRI <y 0 GC/Ms ,GCJLarzasly

U Jj&\@c:pyﬁwawuuij% oS s Je

ielae) LS L Thymol y-terpinene p-cymene
A.atlantica 53.27. 19.47 10.67%
A.pusilla 44.57. 32.97 13,57

oo s s e B 2ul )3 L Aatlantica 22 1 B 5 oLsT Al 2l

et u'af}{\ olS .

DAL ikl 3 e abad ¢ LSS Apusilla e Ll

S daall b = A o3y
S A ! o) daoall * &
Quercetin 3 -O-B-glucoside C21H20012 16
Apigénine 7-O-B-glucoside C21H20010 17 [26]
Luteoline 7-O-Rhamnoglucoside Co7H30015 18b
Luteoline 7-O-B-glucoside C21H20011 18a [27]
Quercetin 3 -O-B-glucuronide. C,1H15013 19

HO

OH
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%15 JH e 1Sy
. (4:1:5) BAW ) & s2e)l d2ball 1 S,
(Fr2 €= F) s s e J sad) o
e W Al DY ) el e il oS Gy s FrgFe, Fa, By bl L
Gyl Lol e gley ST daul gFjpFy idles w3 . 6 2V 5 5nSIL Bl Leload e
badwy mzd (jaleaS™ 0615 ) 2 Ledsaes 4>l (Whatman N°L, 3
DO gl 2l 13:3:3:11 85 plad) as DCg Aen V) el TLC 243 )1 aidal) Wl 2 5la s S
W dgle O gma il e
SCo Al sdate o pio 385l S 3 ges Jlantul cd Lede Ladl oS U 55
o o 3 s Lzl Wlemiod LS o sladl wlié) s udeS™ 0L slall wilazwYL &3
) ST A el el L pdas” sl alsnl (Sephadex LH20) (wS1slic)
Fio6 ,Fo
3L Sl e e Slan s Laged & il ;) 0L 52 USGE Fay Fr 01 S1
L P &R Wk so (3 Omedae VI (ST e e
D iy eSS At Al _ 4
9 Staphylococcus aureus ATCC 29213 , &, =Sl C\jﬁ!\ Ho dsadl @l QW @
vlﬁ = :» Echerichia Coli ATCC 25922 s Staphylococcus aureus ATCC 43300
L e el diandl, ollabll 4 L Sl
2 LS oV 2 Jlasinly 35 Ll Jbdl) dul s Cfr o dadl L) @
ek S as)) (1] 2K eY) sl LY JU sl sl g 2lddl 5050 3 4 J sens
gl (turbidity)  23Le ol Ol el e Jsasl] vhne obe Jskt Jlanzaly
625 nm 2> gkl J ob us 0.08-0.1 45 sl 251
ot S e 10pl — At BmM ki 1 W3, OBy &y ol 3 Jemie
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82t LSl o Vsl Gl g g amm ey sdall Y1 e 25 6
5 gentamycin Josiey 5 . peed) a8 b Jleazaly Slldgc ((2ele 18) A ds e o

. 37°C o)) = &> 5 3 SLLY et calas J sy

US U dapl e o Ja i oy i) ol (i) o il 18 g
J}EQ@\&QM\JJ\S&M&AJ .(2)J)&$gc¢yﬁu§u@;
18 54 37°C 3l 3 L 3 o (sdhe by 3 s Lot By e Slie
o 3 AU el B S bt Lede et ) I3 e L
4 o 3 S, aureus ATCC 43300 ¢ sl o Lot |50 ol el s

e W wls olalsed) oda Of ol alsaes U E. coli ATCC 25922 ;s
el A e Sl
Retama sphaerocarpa &)  calsund bnidl fod o o 1(2)d 943!

Sl eV | el (mm) — L) dibs
1/5viv 1/10v/v ethanol | Gent.

R1 R2 R3 R1 R2 R3
S. aureus | A 12S | 11S |12S |8S 7S 8S - 16
ATCC 43300 | B 20C | 20C |20C | 15C 15C | 15C | - 16
S. aureus | A 11S | 11S |13S |8S 7S 8S - 35
ATCC 29213 | B 11S | 10S |11S |9S 9S 8S - 35
E. coli ATCC | A - - - - - - - 30
25922 B - - - - - - - 30

B:butanolic extract
A: AcOEt extract

R1= repetition n°1, R2= repetition n°2, R2= repetition n°3.

Gent.= Gentamycin
S= Bacteriostatic

C= Bactericidal .
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E. coli ATCC | A - - - - - - - 30
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Gent.= Gentamycin
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(300MHz,DMSO-ds) F1 S sl 0 59 pll  cmabliall (65 331 05 J) &dllas (7) JSKJ1
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Fi oS Of () Kl (3 o gn 38 WST 055 5l (g bliall (o901 05 ) 2dldas W s
&y >3 5 Hp—J 42l 41 8.13 ppm Lis iV 5 LEYL ekl 0N e 8 Ls
Sk 3] Sl i syl Ol me By il oSN e oY) SO o8

Hs — 44 3o §=7.9 ppm s (J = 8,70 Hz) &5L5 5 ,Ls)

He —J &5 §=6.9ppm Lis (J=8,70-2,2 Hz) JL5 U5 5,Ls)

Hg— 42l 55 § = 6.87 ppm s (J = 2.2Hz) 455 5,L3)

Hg: — 335 4o § = 6.87 ppm s @l 3 ,Lx]

Hy — 335 4o §=6.81 ppm s @sl>1 3 ,La]

.OCH,0 —J 4l 3o §=6.01 ppm s el 2515 2l 5,La)

OCH; —J @il 3o §=3.66 ppm wus  alS) 356 2511 5 L)

05 Al el Py oSl 0 ST s il By ST 0T Jdl S L
7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone. : s 5 ,Ls S }s lda

[1] Tephrosia maxima .l & s s JaY wlass) £

HO 0

0
H,CO

O\CH
/

7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
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UV-Vis & 11 domandicdl G b das¥l dLbe pils (1)d g

Il s | dajst | ool
249 303 |MeOH
255 308 | 336 |NaOAc
249 305 | HsBO,
249 303 |AICIs
249 303 | AICIs+HCI

FieS pol) O 59 ) (bl (s 951 09 ) &3Lks @ils _ (4)d 5

G A o gdl | dddadl JoSA | §(ppm)

Ha S 1H 8.13

Hs d(=8.7) 1H 7.90

He dd(3=8,7-2,2) 1H 6.90

He d(=2.2) 1H 6.87

H’ S H 6,87

Hy S 1H 6,81
O-CH,2-0 S 2H 6,01
O-CHs S 3H 3.66
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:ngﬂéﬁk)‘w\_?, _i

Ll gy SIS ) _
Sl = CH3COOH (15%) S4 SS Sl M‘
S53=13:3:3:1
S, = 433 30 | 32 | 68 Rfx100
(T ] O sM
B © MeOH - MeOH + NAOAC
i
(|
L f ';
E i
" MeOH+ (NAOAC + HsBO3) ' ' ' |

MeOH + (AICI; + HCl)
FoeS sl UV-Vis &3 5 domadid! 3 dnid¥) ddllae (7) JSEN

o5 5ok Fo oS M 058 e (aaSG J sl (3 el i) 355 2031 b
Sl gollag ] 655 s i) 2V 3 318 50y S oS sk o g 0396y 3
I | VRS LW g W PN
T B8 3 OH 3y e > NaOAc cile; MeOH abs 4 )lie s Adp-11nm
585l 3 OH > g §,La] MeOH Cade; AICIs+HCI Cabs & )lis sis AX,-13nm
DMSO ¢ RMN'H Cib Lomus $5lel 132 ppm s al=1 5,LaY) oaS 5 sl

Ahg-2nm Zimal) ey S 5U a1y aa 5 A dald) Je STy 0bl JW 8T ol

. NaOAc +H3B0s Ciadey MeOH Cab & ,lae Le
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i 2Bl FOOE . e T4 4838
e AR BT [0 TS e (AT TEE i TOE WES S
s VAR BTRE

| [M-H]

41|u/

-
+
[M-H-H,0]
1
D (R
N T | |
p— FLEBrgh
o ]-” s BN O g ey LR L]
T B e
. 1 | - — L .
Rl i Bl i RO ] k1] i &80 Bl 50 B0 BER B D L e ] L] LHEC L%l T

Fo oS wll (ES) dusi (ab (8) Kl

W £ + . - .
Sate 0 ey Sdlssmy ST QWL 5 [M-H] a8l miz= 431 aed)) 1S,
M/z= 413 &,LaW Camall | sl Lol C-glycose bli Y A4S 5 dnzad) dalaYL 57 M

+ .
[81C-8 — abls )l Jlaz>| 3m [ M-H-H0 ] e Olaad) s

mmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmmmmmmmm
mmmmmmmmmmmmmmmmmmmm

R e e R R T e e o e e e Ik RN N NI

—8.1731
7.4201
7.3985

Lo
L

6.8647
6.8431
— 6.2846

H»He  HaHs

2 | A Han Hao
H-

5>

VY
=
Y
N
T

1 Integrfal

] 0. 90

L AAD

o4
o]
©
]
o]
o]

.(DC30D,400MHz) 3 Fg < okl O 559l g liadl (s 951 (5 1 &dlkas - (9) Sl
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45U 5 ,Lals 8.7 ppm die &olT 8 La] glas 05 g sl bl ) (50l o ) Al
OMos Y 858 Ul Jo Hiv  Hp—J alse J=99Hz & )5 <uly 4.95ppm s
s Co pr Wl 01 gy 9 59 ) IST HMBC Y s ¢ B -Coglucoside i
a5y Ll 5105ppm LieCy — 197y 164ppm s C7 o IS Hy ek LS™ 157ppm
Al G Hs 0590 Glln - 3 ¢ Coglucosew 8 23510 (3 0580y Y1 Jikza)
C; —: 1457y 163ppm i Cs—: 5105.9ppm s Cyo— 6.28ppm s (sl 1K

Lis Cp—y 1816ppm s Cp — W H, 090 glad «C add) a2 Loy
.122ppm e Cpr « 9121ppm

O ke aS” 130.5ppm s e el 055 SIG Lk HoHe 0659 ) glad B aild) L
158 ppm L& Cyp— s Cp—y Wl

. Cp 14575 Cp —r 5 115.5ppm i Led ool s UL HyHs 0 559 d) sl LS

& (HMQC,HMBC), Cosy H-H <y J 3d RMN 'H ,RMN BC olars 5 5a5 LU
W e Fo oSl adled) 2l z bzl L s e (7,6) ool s

5,7,4-Tri hydroxy isoflavone-8-C-glucoside

84



<
g o ourenmpammetes 3 2 29 BE 8 SUEB8  ERRSIBRESS
8 g g g8 BE g gEEEe EEERIEREED
o NAME apr25-08 © = NS @ Qo0 Q RO OONANLL
g E 5 RIS} R 33339 SocGoaonaa
B0 N YT Wy TP
PROCNO 1
' s
=3 =) < ~ <\ o ool s <
g g g 5 ~E glelsl [z
g |8 g 3 N E g5 |8
£ S & 8 QS ] N
= 3 S 3 S ] b Slglsl S
13.0 12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 10 0.0

(DMSO0) & FoS yall (5 5 yall pusaalizall (g 9 gl (4 )l dpdlias - (10) Sl

Fo
g sz ey g B8 g 5 sy sy = .
g IS 58 S S8 & 2 s g I B8BLBIEEB
3 58 8 S 38 8 £ RIS 5 £geg3538
S SS =@ S 3D 3 s =& 35 3 S8EIE8ES
s 28 5 3 8 &85 = =S Ss oo o Sogsansag
= S8 98 EciES RS E] =8 2= ] SSAIIIIH
*** Current Data Parameters ***
NAME ~ :  apr25-08
EXPNO  : 495
PROCNO : 1
T ‘whunhu‘m\‘m‘m \ML Jm‘lm\ u'm\uu\uhh'u LA w‘ H‘Juh\ H AT u“‘\“u \Hw”w\m‘h L B J‘M \I\I“‘mu‘\ IH\M\M hhmh“nm il H\‘M\“J ADASEINGL O AL Y
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
(ppm)

(300MHz,DMS0) @ Fo S ol 030 SU ccbliall g 531 o5 J1 &bl : (11) JSal
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Hev:
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. e
2 He M Hse
§ 4 QH3”
Los s (]
= ¢
/ " Hye
e SN |
— (I
8 6 4

Fo &S ool (cosy ) i (12) St

86




1 [ppm]

4.1(74) 3.7-3.8(61)
\ / 35(71)

4 / 149(80.2)
4.95(75) . —345(82)

*  6.28(99.5) -

s 6.85(115.3)
7.4(130.5)

8.17(153.9)

Fo <5 sl ( HMQC )cidb (14) JSANI
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”h‘)

100

150




E
4
* ‘c "C
10 8
—— Cs .
—— [} ]
= Cy
- B ~Hi+Co
+— —
g H,Cy .
Cs
4 C4l
8 b 4 2

F2 [ppm]

F1 [ppm]

1 I i
150 100 50

200

Fo S el ( HMBC)ckb (15) JSCid !
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m/z=432

-H,0

OH

Fo &S Llad (.;J (16) Sl
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UV-Vis & 11 g domadic) 3 dasY) Adllas oils (5) g

Il ds ;31 Pl | 4 3~ el
262 331 MeOH
272.8 311,378.6 AlCl3
275 311,378.8 AICI;+HCI
273 333 NaOAc
264 332.8 NaOAC+H3;BO;

Fo &Syl (CD;OD 400 MHz) Cosy H-H W (6)J sud-!

proton d(ppm) Signal J(Hz) Cosy
2 8.17 S 2
2°,6° 7.41 d(8.6) 2’6’35
3.5 6.85 d(8.6) 2°,6’,3°,5
6 6.28 S 6
1” 4.95 d(9.9) 17,27
27 4.1 m 1,23
3 3.50 m 27,374
4> 3.49 m 37,457
5 3.45 m 4”5 6’a
6’’a 3.88 dd(11.9,2.2) 57,67a,6’b
6’b 3.74 dd(11.9,5.16) 5,6a,6’b
Lailas<ll Aa) 3Y) ga Fg oS okl (CD50D 400 MHzy HMQC,HMBC il (7) 943!
S(ppm) (1538 JSI 488 gall
proton HMBC HMQC
2 C3(122), C4(181.6), Co(-) C»(153.9)
2°,6° Cy-(121), Cy(158), C,:Cs:(130.5)
3’5 Cs, Co C3’C5’(ll5.3)
6 Cs(163), C7(164), Cg(105), Ce(99.5)
C10(105.9)
17 Cs, Cy, Cy, Cy, C5 Ci (75)
27 - Cy(74)
3 C;, Cs» Cs(71)
4> C;, Cs C4(80.2)
5 - Cs~(82)
6’ Ce-(61)
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S; = CH3COOH (15%)
S, = BAW
S;=13:3:3:1

:FlOG J;«Ugﬁ},&:}\&bﬁd\_4j

Dl gy SIS gt
S3 Sz Sl M‘
64 | 54 | 68 Rf
iy (Flrdaa O 5l

35y Jei] com s g Fg o iad STF0G oS U of agbdl a1 3 Rf aed Ju5

200 260 300 35D

MeOH

260 260 300 350 400 450

MeOH + NAOAc

Fo &S ol UV-Vis &5 41 domanic) 3 b dn¥) ddLbn (16) JSC2U!

26 250

T

Lol S

450

MeOH + (AICI; + HCI)

o5 ke FioG oS N 058 e J sl (3 Jomadl doenindl 3 9 axaY) Cab IS o
MeOH Cade; NaOAC b @ ,las dis 11 4ol de g S U a1 5y L . O3y 3]
@);j;u\a}\);zu5&9\@0H>P)dujm)7csjl\LL;OHg@g&&b

. MeOH Cidz; AICI 3 +HCI Cie & )las 3,8 Adp=11nm 11 &e >l
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6555
~683
—6.566

5 He

400 MHz

tkkal S1 03

193905

08273

710G CDIOD TAS IH-NMR 23.08.04 KoertjeO

~4.2459
— 42096
— 41857
—{1578
—3.500
35704

=349

A il /
W L, suiames! Nt o bt hg At At e 7
\ \ ) ! i
> ) ) =( =) | of
g| 13| |3 lsigy S 18
3 == S35 = [=
4.8 4.7 4.6 4.5 a4 7 4.0 3.9 3.8 3.7 3.6 35 3.4 3.3 3.2

JZ":OO I(/in ’

F10G S soll 0555 ) grmblidl! (55 531 06 ) Adlbas © (17)JS)
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3oy oo LAY ST iy b3 Fg — FyoG S el NMR 'He b @ )las e
(U S sy o J Ul e o Je Js 0f s [4.3-35ppm] JW (3 wils] ¢ 2
G ailly 7 a3l 3 OH Ol ¢ and o Bomndid) Bt Aas Y1 Bllas i 8 0 S
C-ORw 4bls )l oS4 Uy 45, > ) dizadl 2aLY) 1) U wnbs Jo

o5 U & paad) 3l Ll Xylose 4558 a8l 2y el ol Sl L2 e g 87 e sy
CFg oSl a2 gl S Bl ciaed) LY Ay (ST U

48 5o M/Z=587 Anedl Jand| cabL) i) 4S5 (MS)  ES'akSY) adllas sl

Ll CaghlaOsg Hastl Gl 0S5 0y [ M+H ]" J sl oo miz= 565 5 [ M+Na]

[ M-133(Xylose)tH 1" d 4l o g8 Sl 2 55 08”55 M/z=433 222l

Akkal 20-Aug-2004 12:28:46

AKF10G,pos 42 (0.852) Cm (30:57) 1: TOF MS ES+
100 2712122 "1.21e3
|
i
+
[M+H]
.
[M+H-133-H,0] 555.‘2115
+
169.9999 [M+Na]
587.1896
221.0963 342.1908 .
[M+H-133] J
: 338.3742 |
454.3375 1
|
| |
| |
33604 588.1883
31483 ‘ 455.3158 537.4492 650.2090  701.5456
| .57
4151790 | - #0575 O e s 8277508
| | | 708.5437 | ;

Y ' ' T e T T T /2
100 150 200 250 300 350 400 450 500 550 .600 650 760 7‘350 8(50 : 850 : 900 950 1000

F10G &S ,oll (ESY) akSU) Cagb(18) Jsall
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i e Ol (S [4] L e L) e Ll 5 il e ] Lo 5 Lo Dt g
(il Je FgG oS

genistein 7-O-xylosyl 8-C-glucoside

UV-Vis & 11 g domadic) 3 dasY1 Adllas pils (8) g
1l & ! s ) | &1 | el

263 324 MeOH

273 307 AICl;

274 364307 AICIl;+HCI
263 327 NaOAc

L F10G oS ol O 555 ) (cablidll o 9 501 o ) AdLkae il (9)d gbr

Bl e gyl Hzdsdad) oS 8(ppm)
H: S 1H 8,2
H,- He: d(J=8,6) 2H 7.40
Hs’ Hs’ d (J=8,6) 2H 6.85
He S 1H 6.28
H1--(glucose) d (J=9.9) 1H 49
H;---(Xylose) d (J=6.6) 1H 4.2
Xylose+glucosel 5 - 11H 3.4-4.16
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D(+YXvlose F10G

L(+) Arabinose

B D(+)Glucose Fs

D(+)Galactose

a- Lactose

Iiaadt AaLeY) e AU Ol S e o) 2 gilag S0 (19) S
.:\5)}4\ M\}.ﬂ\da.wcn
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: Ammoides atlantica &1 o & gadll SIS ol (6 gud! uad) o IV
oS ij SUNCIPIS W BRI K1 IPXY Sl Jaliias dwl s JM Lakea)
G o e gt A LW (Ll (3 aadasl ST o g g 00

Lozl W3y, S5l 2V @S e ap e il andl e da 3 sie e s s,
G Lded Ms NMR¥C 5 NMR'H 5 (UV) &all olbaall 107 (316 5Ly SIS LU

cols L el
: AFs &S ol (5 ) o) 1 -
Pl gy SIS gl
S1 = CH3COOH (15%) Si | Ss | S e
§j : 14332 9 657 1.7 ] 7.8 Rfx100
ey |l Ol

S Me 08 Gle Jplll 3 almad) 25 4 5 dmeindl 3 b ana Y ol Cab o
LSl 7 ) e 315 5y S Bl Ly 5 9506 e e

OB e 5 le AFg SN 0T U ka5 a0 =3360m Aladl by ameiid) O U1 U
3 aosl (3 OH ol
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L T I
18.8 306.0 358.8 469. 8 596.0

I I I T
z4@.@ 300.0 350.0 400.0 500.0

MeOH MeOH + NaOH

L |
486.a 590.8

MeOH+ (NAOACc + H3BO3)

T - T

L
358.8

T
L T T T 246.0 306.0
zd@.@ 306.0 350.9 408, 0 508.0

MeOH + NAOAc

T T T I T I I I T =
240.8 sea.06 350.8 408.0 500.0 2aua 3ee.a 358.8 468 500.0

MeOH + (AICI; + HCI) AICI; + (AICI; + HCI)
AFs &S ol UV-Vis 4 A1 g domadid! B b das¥) 8Lk (21) JSCaJ!

] wo NaOH sl 8Lo) e 32U ALy = 63nm Tas ) 2s g S 5L 215!
Jb 3250m s gl 55 5k e 42wl 3 > OH 5y e s 35 5l sl
Ad =6 nm WA 11 lanld ey 875U a1 5YG 48T (AUl 7 a5l 3 OH 55y o
i @ yls die T laal) de s S sl 3151 OLE, NaOAC s Sl Blo| e 24U
iYWl B B S s JU 5T Ole e s AICI+HCI o AICH
MeOH-— AICI+HCI —J dadall & )l oo 22U ALy = 45nm T Llasl) 404 575U
Bzl G OH 2y o o
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@ OO NN o © oo o< << o o~
~r~ O © © © © ©w© < < T Ommm™ o~ —

Intepral

.(DC30D,400MHz) 3 AFg &S ol O 55l gmabliall 6 9 51 05 )1 &bk © (22) JSCadi
Dl e AL el A8 O g ) ebldl) (55 o Adlas o
HyHe— 438 50 §=7.86 ppm is (J=8.8 Hz) 351 5 ,Ls|
HyHs — 481 50 5= 6.93 ppm s = o) 3 @b s s 2V
6.21 ppm s 6.46 ppm s il Cnd,Lals JHg —) 338 50 5= 6.60 ppm s dsl>Ts L3
c oA e He g Hed (nidl 5o (3221 HZ) 55 <l
i) ) o oS Ll Sl apld) b g5 ) el ] LS LS

. 5,7,4 Trihydroxy flavone .&JL!

OH

HO 0

OH 0

(Apigénine)
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AFeS Jall(UV-Vis) &5 M 5 dzeendid! G 8 dnd¥) ddllas mils (11) 3!

I 4 3~ Fdept|  odleldl
269 336 | MeOH
275 325 399 |NaOH
276 301 341 381 |AICI;
277 300 339 381 | AICIz+HCI
275 301 371 |NaOAc
269 341 | NaOAc+H3BOs

(DC30D) 3 AFs &S poll O 559 ol e lidll (6 9 51 6 I AdlLkas pils _(12)J e

G G g pkdl | Hzisuad! JoS! 8(ppm)
Hy He d(3=8.8) 2H 7.86
Ha' Hs’ d (1=8.8) 2H 6.93
Hs S 1H 6.6
Hs d (3=2.1) 1H 6.46
He d (3=2.1) 1H 6.21
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: AF; &S ol (6 ) ol 2 -
Dl gy SIS )

Sl = CH3COOH (15%) S4 SS Sl M‘
S3=13:3:3:1 264 23| 47 | RFXL00
S, =4:33

(St (Sl O )

e sy S8 J sl (3 almendl 85 0 g Gl B g 2x3Y) oliane) b 1) 2l
G LB Sl w587 Je (318 5le g SIS e Jy g el oD pas S
3835l 3 OH lé s 03D 6,7 1) Ol s 0, =3510m T asband) Jsby it

L T T T
48.6 300.0 358.0 408.0 508.08

MeOH + NaOH

T = 240.@ 300.0
40808.@ 580.0

MeOH + NAOAc

I i T
240, 8 Jea.a 358.8

408.0 0.9

MeOH+ (NAOAC + H3BOs)

{ - L I i i T I T
248.0 300.8 25@.0 200.0 seo.0 249.0 300.0 358.0 400.0 500.6

MeOH + (AICI; + HCI) AICI; + (AICI; + HCI)
AF; &S ol UV-Vis &5 1 5 domandn! 3 8 dad¥) ddlks (23) JSE)
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] ao NaOH sl 8L e 24U ARy = 50nm T &ajll day S L1 215
J 329 M die Ak 5 55 5 5gl w4 mill 3 OH 35y o s ad sl 5u)
=18 nm S 11 Glaal) 4y ST oW B Y0 aSTl Uy 7 ao sl 3 OH 3y e
. NaOAC sl Bls) s 24U Ay

AICIs+HCl AICIy b & ,las die ALy = -27nm Talasld de g S sucdl @ 15Y) ) 56
Baidl o feSspae S S5 sy e s 3540 dis o 5 ) gl o

L lis e .5 @aji\ & OH 355 9 ALy =32nm T &laald 4y S7 ol @YV US7 55 e 8

. MeOH _ide; AICI;+HCI Cad

mmmmmmmmmmm

wwwwwwwwwww

P~~~ O ®© © © WO w©w©

Hsg
H,:
H6’ H5’ HG

(DMSO,400MHz) 3 AF; &S ol O 55l omebliddl 5 9 51 (6 1 Adlkas © (24) JSCad

FEHUN cwm el ) 05 gl nblal) g a5l o ) BdLas Slans L2k
J.@.Jaicﬁg-

He' —J 4l 5o §= 7.39ppm Lis (J=8.1-2.2Hz) S S 5,La)

Intepral

(=81 Hz) Laf asld o =y Hy —J aibl e 5= 7.37 ppm s (J=2.2 Hz) 355 5,Lal
6.14ppmy 6.41 ppm ke nidlS oo lal LD LS  Hs' ) dadl s § = 6.85ppm Ls

-L}U’d\ & Hg 3 He— (bl 5o (J=2 Hz) Cj‘fj‘ b iy
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.5,7,3°,4’-Tetrahydroxy flavone. o= 5 ,Le wllall sda IS M 0 oS L s 0555

(Luteoline) AF; &S A dwy

UV-Vis &5 A g doeendid) G 8 das¥1 dllas sl (13) 3!

Il i g3 | 1| el
255 268 351 | MeOH
269 329 401 [NaOH
270 410 [AICI;

276 294 354 383 | AICIz+HCI
273 319 371 384 |NaOAc

LAF S ol 055 ) (o liall (65 ) ) EdLe i (14)d g

B Al gyl HziySdad JolS! 8(ppm)
He: dd(J=8.1-2.2) 1H 7.39
H, d(J=2.2) 1H 7.37
Hs’ d (J=8.1) 1H 6.85
Hs S 1H 6.62
Hg d (J=2) 1H 6.41
He d (J=2) 1H 6.14
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S; = CH3COOH (15%)
S$;=13:3:3:1
S,= 4:3:3

:AFlo&;Jwg*sH‘Qﬁbbﬁ\_3_&—’

Ll gy SIS ) _

S: | S| S Y
427 | 18 | 20.6 Rfx100
M GGMY\ o,.U\

JJM O;d‘-&ff Jj;u\dobj}u\ A =333 nm 4.4];-\ Jjbj(‘w\ M\ dj.U\

.b)jgwl:- 4.’)._\ L;‘

T Y E— T T I
248.8 300.0 350.0 400.9 508.8
T I T
za8.@ 200.0 35@.08 400 .2 588.8

MeOH + NAOAc

I T T T 1
240.0 308.0 358.8 460 .8 508.8

MeOH + (AICI; + HCI)
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d‘f"}’b)ﬂ‘ J}'L‘*J‘) d)’y" o °J\{ AFy

I
240.0

T
3008.9

MeOH + NaOH

T
358.0

T
406.06

5@8.@

| MeOH+(NAOAc+H3803) |

AICI; + (AICI; + HCI)
AF10 &S ol UV-Vis &5 4 5 gl G b daaY) ddldas (25) S




& 5343 e NaOH sl L] e 22U ARy = 58 nm T &e juld sy S 51 215!

335-320nM (ks s 55 Ol x4 w5l 3 = OH 35y e s a5 5l su)
3F N Alaall Bey ST 2-5Y1 Ol 0dS 5 LMy 7 a2l 3 OH Sl e J

MeOH Cike; .NaOAC b & )\as

& LS AICIHHCT - AICI cixb &5as die T Glaal) de g S scdl a15Y1 L

Ahp = 48 nmldas T & ol &g S5 a1 3Y) 9 B ddd LSy s E;Lﬁ;jg\,;

5 @25l (3 OH 39> g o0 MeOH e AICIG+HCI (il % )lis e

+
[M +H]
Aldeal 25-Jul-2008; um 14:01:2.
A200,pos,Akkal 51 (0.582) Cm (51:63) 1: TOF MS ES+
100 4331189 538
|
+ |
[M -gly+H] |
[
) |
271.0595 I
|
204.0213 |
341411
. 463.1306
| 2720832 |
1900533 | g 486.1137  577.0930 887 1934
N | J:m 1194 | L.s:rgnﬂa |
ki L N0 NN TR Y T il N e " L i
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Résumé

Ce travail fait partie de notre programme de recherche sur les plantes médicinales
algérienne des familles Fabaceae et Apiaceae.

les flavonoides sont des substances naturelle qui jouent un réle protecteur vu leur
activités biologiques. de ce fait. Nos travaux sont orientés vers 1’extraction, la séparation
Jla purification et I’identification des composés flavonoidiques de deux espéces : Retama
sphaerocarpa (Fabaceae) et une espece endémique Ammoides atlantica (Apiaceae).La
réalisation de ce travail a nécessité I’utilisation de toute la batterie chromatographique en
phase liquide ainsi que le recours aux méthodes modernes d’analyses les plus
performantes notamment, la spectroscopie de résonance magnétique nucléaire (NMR'H,
NMR™C, Cosy, HMQC, HMBC), la spectroscopic d’absorption ultraviolette et la
spectroscopie de masse.

Toutes ces méthodes nous ont permis d’établir les structures de quatre isoflavones
isolés de I’espéce Retama sphaerocarpa : 7-hydroxy -6’-methoxy-3’,4’-methylenedioxy
isoflavone 7-O-f-glucoside.(1) 7-hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
(2) 5,7,4-Tri hydroxy isoflavone-8-C-glucoside. (3) genistein 7-O-xylosyl 8-C-
glucoside(4).Ce denier composé a été isolé pour la premier fois, et quatre flavones et un
sucre isolés de I’espece endémique Ammoides atlantica :Apigénine(1), Luteoline (2) ,
Apigénine 7-O-4 glucoside(3), Luteoline 7-O-f glucoside(4) et sucarose .

Lactivité anti bacterienne de 1’éxtrait Butanolique de la plante Retama sphaerocarpa a
donné des résultats positifs sur 1’ espéces staphylococcus aureus ATCC43300 .

Ce travail a fait I’objet de deux publications internationales .

Mots-cles : Ammoides atlantica , Retama sphaerocarpa , Flavonoides .



Abstract

This work is a part of our research program on the Algerian medicinal plants of
Fabaceae and Apiaceae families

The flavonoids are a natural substancs,that play a protective role considering their
Biological activity, for this reason our research was interested in the extraction, separation
,purification and determination of flavonoid contents of two species Retama sphaerocarpa
(Fabaceae) and Ammoides atlantica (Apiaceae), the latter one is endemic. The
achievement of this work required the use of several methods in the liquid phase
chromatography as well as recourse to modern methods of the most effective analysis
namely the spectroscopy of nuclear magnetic resonance (NMR'H, NMRC,Cosy
,HMQC,HMBC), the ultraviolet absorption spectroscopy and the mass spectrometry. All
this methods enabled the establishment the structures of four isoflavones which isolated
from Retama sphaerocarpa specie: 7hydroxy-6’-methoxy-3’,4’-methylenedioxy
isoflavone 7-O-B-glucoside.(1) 7hydroxy-6’-methoxy-3’,4’-methylenedioxy isoflavone.
(2) 5,7,4-Tri hydroxy isoflavone-8-C-glucoside. (3) genistein 7-O-xylosyl 8-C-
glucoside(4).this latter is new isoflavone. and four flavone has been isolated from
Ammoides atlantica : Apigénine(1), Luteoline (2) , Apigénine 7-O-f glucoside(3),
Luteoline 7-O-p glucoside(4) and arabinose .

Antibacterial activity was assessed using the disk diffusion method , The n-BuOH
crude extract was the most active against staphylococcus aureus ATCC43300.

This results were published in two international journals.

Key words : Retama sphaerocarpa, Ammoides atlantica, flavonoids.



