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IFR, isoflavone reductase ; IFS, isoflavone synthase ; LAR,lencoanthocyanidin reductase ;

GTs, glucosyl transferases.

Blyi e BIai) e e Jusat dlee (o iy Gl i D oo i) aal o B Jiag
[36] (ysSILE)
DY) ) sk s3ls isoflavone synthase a) Jads s Gl sale) o LS
2-hydroxy isoflavone ¢ cua ([37]chlaysi Mg 3 ol g lilaad o8 Jelis Jyl yimy

12aryl saa AN oighas & a0 Agleal) O Aiayg ([38]Je il 13g] hal) oSHall sa
2%y flavanone hydroxylase a3y Ll ¢ Y ) JuSil e lall &3 Al 3008k 4 paias
[39]Forkmann culasl 4 yedal W 13a 5 dihydroflavanol ) ¢yl hydroxilation Je &

i)y 9 gAY A gl g Adladl) -4-3-1

AgSa Cilagl ity luhall iy Cumy L3530l LSl 3588 gl 8 alaay)
Gl g uill Babiaall cdpuluall saliaall ¢llayudl sabadll leilled Lagenlly Qhall Glae 8
[40]c)a) cilllady Lyasilly

sobayud! alaal) AN e

Slcaall Lalial) yiimys glajud) s aca oyt DAl SN sal) 480y base olad il
L s Al AN LY gaa) Gl ) s3gd 3ausU

el el clagin Sas) ) gag AU sall el palid) o iy @) Jes
osedal A& diaysll clysall il Gigan My panSY) (asiidll ADN (g5l

[41]0m5al 138 sedal 50l iiad S <oy
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Jsa ) lelisads procarcinogénes hasin b Alasidl claiy) L ol il el oK.
(= &S5 quercétine - kaempférol - galangine I (e JS 50 @) 23 Cus ([42]40k e
Alle (e Cyt p450 apyi) s & (6@ldl)l (aia (1 apigénine ) Adlia) Jsis80al) Caia
el bl 32l o dangy 2 & gl Jsaill ISV Alayall cilagi) e 585 CuplA
ADN o L) o 5,0l leeal dpylanll ulis)SsimellS layull salsal) Ailuall olsall
[43] ikl Claal

Y layy) e 549 Cup 3A4 Luits e quercétine s marigine (e IS Jory (ps A
4410l I gas Aagl) (pa S 230 M e Jargs AU laal s

luall aliaal) 5N o

538 Janth cApuliall Cuanall Cppalivegd) 1) o Clags U 530 ) Jadl) 138 35ay
AMP £ Zoae @l LAY cCunsinlall LA e aalingdl 3) mall lagiily) (any odis e
Oe ddlal) et e a1 Jaxy Did ATPase Ca®* dépendante s phosphdiesterase
Omalingl) iy s 2 13 Aplal) 40eY) U8 e o sad U aliaia) Jigusl ATP dald)
Ao Al Elay sl JAa Al

Cromoglycate de 3 AUl <l o 5] 5y jelil quercétine Sy of cluhall cadl LS
[45] Calinegd) pyanl Alias )9S Jaxtialls sodium

rlEl alaal) il e

lipoxygénase s cyclo-oxygénase el (e JS il cans elisandl V1 Gaes D) )
O A Q) jalas e Agsuall leucotriénes s prostaglandines (e JS z) ) (sa%
claall Jals el i) Gaes e juad e 3506 Gl @l ey of 4885 Landofi
cyclo- w JS olady ddle 3805 quercétine s myricétine (e JS G cadi Cua ¢dggenll
JS O A lipoxygénase syl GUadid duaddiall HS)Al die Ll lipoxygénase s oxygénase
.[46] cyclo-oxygénase Lalis ;)& sy apigénine s chrysine (x

L)y il g ,all allaal) Jal&il) e

sda il Ay s il yill Baliaal) culaygr Ml Llis ady Lad el ade oK) Lo i

& 35 [47] (lawd) aSall el Geall palel go Jysudl HIV Gugys o GlSyall

30



S @y s Jead

Sl L) i edady Glldg lasadl gy Cae bl € e <l D) dllad il
.[48] revers transcriptase
L) Gl (e ST Jiladl 2080 Slhedes ADN 5 ARN candi) (e S e milSD) il o

.[50¢49] 4 4 revers transcriptase e

o Ledalay Gy g HIV Gug iy o clay s siDlall oaed Sl bl &gaa el iy LS
WAL g pudl) 138 Lol (3ama Laa gp 120 585 anbas e 39a9a glycoprotéine (g S (g
[51] Sl
ADN gyrase a3y adagiall lgidled cild) DA (e 1y LyaSull sliae 580 cilay g @l s
[52] invitro dgyaal z il e
iiai s [52] staphylococcus aureus LaiSall saliadll clay o3 6Dl Jalis &yas calislyn Cjelal
Lo il il (s o S B2kna 3n iy Spall din Sy B EDUA i ) AV
»

A s Ay Sadd) eyl i -

2l e palaall (mey Llilly o Kol saill gyl Sgall Gan -

[53] s Sall o DEy) balail) byl -

il g BN Ailanst) Ayl -5-3-1-1

Ao gAY il pal) Ay Jusd (AL (3 -]
ClSyall padlaiul (8 L) Ll Lt & A8l ClS)all padlaiul dipla )
i dua cle aa ) Al 0S5 Lty Lot Ak o e 45O A Sl
A gile g Sl clpml) Calise o lghans lgliad
3 iy s il LSl (e IS el Juad 8 Juad)) Aigylall dgenll Wil giles S e
e (cellulose) 3sbladls (gel de silice) Jal&lull @ aulll Hlshy) te dayyhll s3a adiad
L sSalal) Lals £l il pall Lslia 436K1 JuadY) ey o3 (polyamide)  aaY)
palaad) e A Lagpaa sy JSE Aaabadl L) il o ailgial dllly el
.[564] (OH) Al 5 )ngl)
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Jleinly aaae Jiadil lgie dgliiall pandy S5 dsenll Gl vie lgle duanall )5l
S ) saie S JaSlA) Ge mhd e COM Appasil) 28850 Akl Lile siley S
Do deali o (S 5l o) iy kel sl o) LS (Gl Wb silas S Jlaxinly
LH-20 ) (e s dsac G 3ole 0 Algatal) lS)all haals he siles S gac 8 Al
Ngtsaiy Auhal Shala 4 gl e Joasil aud ol e ol sephadex

g 93 gBVAL g guial) (Cpanil) -
Sha) Gany el e Jlaall Akl Gyl sanal) el o by Slhesl aadiy
Al Ghll g e Al puall Juall Aibesll @lally @kl 238 G paall Zling
P UREGIA|

Agaadil) (35 asY) Al v

. mhalinall (gogill (pilall 4dllas v/

A sl v
Al laglan ellae) (b e lat) pllly Ry ubad) il Jaxiog GLLY) o34 ) ALyl
Adiaa) Y afiwally paall ) Uea st daga
ey ol -
S Gldaad) gl 58 a3 365 ve dpadid) (3 i)t Dug Bl Gl o o
Canh A3glg 295 808N (G ARl adly (4) ) Jsanld dpa il Ay sund) Lgtinpa paad ) Lol
.[56-55] duaudinll (558 dalY)

5 DU Aglly UV im0l e 28R (4-1) Jsand)

bl UV dadl can Sl ()
.(5-OH) (ysddé - dsusa iy

.(6-OH, 8-OH) (ysdé -
.(3-OR, 4°-OH) s ¢iMa -

.(3-OR, 5-OH, 4°-OR) J 5N -
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(&) Raaass A Rdly UV 3 5500 (o 38Dl : (4-1) Jpaa

5 peasall 8 OH (s Jslidld ol 8 - Al
) @A}A\ ‘55 OH (ysuse3 @A}d\ GAOH e d}.\\ﬁm—

5 53 pasall 8 OH aa Jsisidi - caly il

4’ @Aj’“j\GAOHt‘“U)J}T' tn\y )5...4\

5 aasall 3 OH (s (ps3sia - uada il

ol I - adl

‘Rf (elia) culh -

ol LS Ry el aaat oKay -

Aol 3k cpe WU S pall Cijha e de glaial) 23Lsal
i) i (e Uil el Cigha ye de shaiall Zilsall

Rr 0 ADle 35al 13y Alainall Afjall Al 3aail Ry Jalaall ) o) Gians S lals
LiSay Ry i (po WUild Lo (giall o lgadlsay eV asinally 5l 4iad of Cus cSpall daniday
Al Sl dalal lagslall gn 8 Aea ey« ClagSlal) g Sual
Lme Al gileg S hagpd (B SHall Baae dad a5 (5) sl e Sl Badliay S

[57] (---83lal) Anpida g Aall S5 ccmlall eyl all 3x )

055801 Al Ry (e A8l 5(5-1) Jgan)

Ry 500l A

Aggaaall Adal) ARy olall -OH galae 230 3 530

AL Aada) 8 Ma%ig dysmal) Aadal) ARy dad i Al de geadll Jla)
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ly il gl Jalaal) -
i o3 ) LS all Tpmaidill (308 WY ke B
sale 25 438 Loy oDl LS ally Galad) UV dmasil] (360 32330 aliaial) Calal Al
Pofains a sas JeBY) ) sl Jolaa b
Aajall o Hediiy (y5ul desanall o B ddlal) (o JSEN Jysaliand) ¢ 8 e Aa30 1] daall
 5iasili 380 5320 o L
O Lo daiall sda ediig (il dadags A ddlall e oSl dagyid) g)dl daaly ] Aaial)

(24-1 J84)) [58] e sls 280—240

=== ----G.---.G---

Benzoyle Cinnamoyle

L“;J.U_m_gsmﬁ S :(24-1) J&)
g ) 1 Gl (1 | opiasall aliaiia) G\ Liskans 6 a8y Jsandly

I 51 Gl aBsag 58Dl S pall A8l 2 (6- 1) Jgaad)

TSN | dojal PRSP T W

280-250 350-320 Ol
280-250 385-350 (3-OH) JsisiM
280-250 360-330 (3-OR)J s siM
275-245 330-310 05558 5 300
295-275 330-300 Jsildls e s el
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(@9 11 5 1 el ghisas sl CSpall s A : (6- 1) Jsia)

524 270-230 .
i 390-340 OsSILE
325 270-230 T
i 440-380 RISy
280-270 560-465 Cibans gl s yinla gl

Blsay 2o o adiny Jeaall A 5sS0 gaall e Giieiall e of 41 3)LEY) jaad Laay
Lon b Jelgmedl Glesaase de ) WS 4l Lol Cua (JonS g nedl Cile sana
Gl sanay JeuS 5 )2l Gile sanse Jlaiind Al 8 WL el ase dsb ) b palaiay!

(8 ase dsh () i pabaia¥) Jaja ol S Gilang ) JaS giual)

:[59)cidleSl) agay A Lo gisdal s all Lnudil) (368 AndY) Cih

ol Gle gaaall g5 d8pma o Lacluy (sa08008l Syl I QIS (any d8lz) )
(s usislall Syall b Ledali) (S

DAl Jaus el Clesana puiasas 330 Jon Silasbes Lphaay NaOH 4ilia) (o) :NaOH 48l
alY) Gob oo @y 36477 sl G sasmsal b Al (gl (Sl
Al Ay Sl

DA e 7 pasall JonSs )0 desene 35a5 oSSy NaOAC Jlein) :NaOAc 4dLa)
- el 20 () 5 2 A Sl dal)) Casas

4573 gasall OH Jie dpmen V) Jiu€ g y2l) e sane ol e Jony NaOAC

3 A Auell HiBOgila) aay il 13 e Jseasll @ H3BO; + NaOAc 4dla)
A dalall 5 B 4dall e Ortho JuwsSoynm cle o aeas Jon Claslea ary g8 «<NaOAC
12 3 | Zajall Zaag Sl dal) Sigan ) (g5 Gldine JS& A g iy (748 4 647)

(251 Jall) bl 8 daldll UV gl 5jlie jiasili 36 )
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OH O

Cildine JS5 Y g3 Jsitisad) Jslas ) AICKs d8ls) o tHCI+AICI; g AICI; il
Aiay wa 5 gasall OH 5 JiisaSU disdhg aa 3 guagall OH 5 B 4dlall ortho OH e 4ails
1 gl fay S5 Al sels el o3 (585 e iy Jiise I

Cldinall aih 2555 Jati (pli€ s ) oo Aadlil) 5yl e clsiaall Gl HCI 4lia) die
Aol Gay Sguad Ani) ) (o252 1305 e innS Ainkhyy Jpus )38 e sana o Anilil) 3jiasd
Jsitiaall b 3L Calally A5l dng S5 5 Aabls (AICKy Cisk) (hibad Caskally 3l |

HCI + AICI3 5 AICIs 35n5 & Cldine J35 Jsn Jlie 1(26-T) JSa
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ol S Adla) aays Ui gy UV e o Alain) il : (7-1) Jgaad)

Jalail) (nm) dafy) Jelial)
I1 (nm) dajadl (nm) | daal)
EE 2250 350-310 MeOH
. 280
(3-OR) Jsisidia 2250 360-330
(3-OH) Jsisidla 280
2250 385-350
280
4’- OH O 1 aeall 60+ I 45+ NaOH

sad 8 3aly) o olals

. abaiay)
3-OH,4-OH | (jlaii ae liaiall 60 + ) 45 +
cpabaia¥) sad 4

0 LBl g e e Jlaty Cada
o deSsonell Sligysl 43, 4°- OH &

sl Byslatia COLLS s e DG S A il

B )
.7-OH 23335320 (e bas Aylac
7-OH Miwalioor Y s+|  NaOAc
(8 & (5) 56 b Jasiss pe) 7-OH Al Ayl e n da))

D4 33,5875 5765
NBIRLPRILY

Jsisidi 4- OH o dlla ) 7-OR

(e Bl g e aa Jady Canla
A Gl Lo JuSs el S ) | dajall 10+ ) 5+ | NaOACHHBO,
B A e dasapnedl B 5 | ijall 36+ I 12+
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(22) )&l Alia) amyg J WgShpuadti s UV sl o Aldinal) el il 2 (7-1) Jgand

B ddlall o JuSy el Sl )

&V Adla) A ddlal e JaSs puell Sl gy
B ddall o Juonell 6

| iajall36+ ) 30+ AlCls
AICIy/HCI Caglay 3lia

| do3all 40+ ) 20+
AICI/HCI Caylay 45l

5-OH

6 b LnoSl desana 350 a0 5-OH
Sy S5 3 413-OH

| Aa)all 55+ ) 35+ AICl3/ HCI
| 4ayall 20 + A 17+
| el 60+ ) 50 +

rashaliiall g3l ¢yl Gl

RMN-TH G gigall (aalinall (59580) caipl) dsdlidas

el ) s paal) Al e 58 LS (s aslalindl) gyl cpilall il o e a2
Glaglae pan sl G2 51 iy g il cilatial) Auhy 3 ads Gl e Caeadial

SERUISES BARREESRP I St

dbi ge Gbias ¥ g8 RMN-'H sl shlind) g5l guilall Callal (ady Lad W
sel G Al A Glegens Jesd Al Agleg)V) GlSpall cligign Laldl)

710 6,6 O zshE Adkes dabl AluSsie 5 Ll Ao panal Bysladl) gl
- ppM6,L s vie JauSsine o JuSg)rm  Jicsanal Byslaal)l Cligio sl jelis Wiy ppm

S o) gl OS5 6 al) pasall Ao Arians] degane Ciag L 13y 4l ) LaY) jaasy

Ay 7,1-6,6 ) eca s Ly 7,1 A vie eday amgall 138 (gigp B Jadiee p2
Ol Ll Gligigpull cabisd Sbesll ~LEY) gus (101 G 8-1) Jgha b Ly
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A Gl cligsn Shasl LY 1 8 -1) Jesadl

L5 gl H-5 H-6 H-7 H-8
(8,ppm) (8,ppm) (8,ppm) (8,ppm)
(J,H2) (J,H2) (J,H2) (J,H2)
5,7-0OH _ 6,0-6,2 6,3- 6,5
d;25 d:25
5- 5 7-OR(R=Glc) - 59-6,1 6,1- 6,4
d;25 d; 25
OH
5,6,7-OR _ _ 6,3
R=Hs Glc 6.3
5,7,8-OR ’
7-OR (R=H.GlIc) d 8,0-9 6,7-7,.1 6,7-7,0
dd2,5;9,0 d; 25
B alal) cilisisl AglaasSl) AalY) : (9-1) Jsaad)
Mg Sl &}-’ (H-S’ K) H_39) (H- 2’9 H-6a)
(0,ppm) (8,ppm)
(J,Hz) (J,H2)
- 4-OR 6,7-7,1 7,7-7,9
avone (4-OR) d;85 d:85
B 615- 711 7,9' 8,1
Flavonol (4’-OR) d:85 d:85
67,27 cilisigll Aalasl) AaY) £ (10-T) Jyaad
. N . H-2 H-6
53008 g
c (3,ppm) (3,ppm)
(J,H2) (J,H2)
(3°,4’-OH ; 3°OMe,4’-OH ;3’-OH, 4’0OMe) 72-7,3 73-79
Flavone d;25 dd ;8,5 2,5
(3°,4’-OH ; 3°OH, 4’OMe) Flavonol 175-7,7 76-79
d;25 dd;85 25
(3°,4’-OH ; 3°OMe, 4’-OH) Flavonol 7,6-7,8 7,4-7,6
d;25 dd;85 2,5
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:C dala) eligig g

)L g Jalsiiy (6,2-6,4 ppm) dikaiall 3 sala Aplal 5L M) 8 H-3 (5ign e
(H-8 51 H-6) A &alall igigy

(3.8-4,5pPpM) (2 ysmne Apalal) CHUEY) (o desene selii OCH; uSsisall Cilisis
[61]

s Sud) ciligig

e A o N (omasV) Gsignl) eliinly ([3-4ppm] Jlaad) & Sl Sligion ¢y
Cos Ak Al g5y Sl g DA e el of (S IH JalSsy 3l 5L8) S e (o
sl Al DA e Vg (B ) ) oSl

il TabesSl AaBY) dad P Ge 0sSaYL Sl Ll olSe e Juis o (Ka LS
RSN

[56] _Saall Apalal oy 53 B (mmd (g a5V (ysigsall LSl 2 L3N a8 1(11-1) Jand)

6H-1"’ppm 51831
52-48 7-0 -glucosyl flavonol
6,0-5,7 3-O-glucosyl flavonol
53-5,1 7-O-rhamnosyl flavonol
51-50 3-O-rhamnosyl flavonol

[[56] Sl Al i U (mad ga s (5l a2 YT a2 (12-T) g

6H-1”’ppm Sl Sl dH-1”’ppm Sy S
4,63 - 4,65 2-0-B-D-Glucosyl 5,72 -5,75 3-0-B-D-Glucoside
3,96 - 4,02 6-O-B-D-Glucosyl 5,28 - 5,46
4,90 - 5,10 2-O-a-L-Rhamnosyl 5,40 - 5,66
4,37 - 4,39 6-0-a-L-Rhamnosyl 5,28
4,10 - 4,23 2-O-B-D-Glucosyl 5,56 3-O-a-L-Rhamnoside
4,32 - 4,48 3-0O-B-D-Glucosyl 5,21-5,50

4,25 3-O-3-D-Galactosyl 5,33-5,40

4,81 3-O-a- Rhamnosyl 531
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C Sl ukaliial) (59l (i) Adlbaa v/
tde Capailly Al o3a U pand
CSpall B sl by ae -
[63¢62] su 50l JSel) Je JuS il dile g 22 -
14 Adlbaa v
jray prandi g Al o BaS Gl Y 2l Y L35S 8 Al o3a dsaa] (S
Y atid) daphy e Jon Glasbie Lagas a3l Laally el ) a3y sl
Alexivnall Gl G e ([64] DS gisall oAby jugl)
((EN) (Agsisly) cadal) 4y
lelent gy sSlal) aodiios ¥ g8 ddla llan L Jadh b SleY) ae dalla Al ola
Sl Y adee Lo LdlgaY
:(FAB) ol aX8Y) 4385
gy sSilall ae Janindi Ll WS ([65] Sl dxgadag Ayl (5] R el A o28 aditins
Hraall Lalall ddadl) il ) Al ceie @Sl sall pad Glages o Jseanll
CIMAK T S e Adiall 4as lisdl Alge add o Jean ua iy si il
[64]FAB™ Ala & Al cligl (s FABY Alla oo [K-H T ([ M+H " [M+Na]'
H(ES shms ASYY) (Aligsh) M3 o) dias
L)) sl 8 aadis Lled) diphll 6 e Cabidi; FAB (s Caaal dgall o3
.[65] O-glycoside Jia uuSill ddgs LS pull
((API) gl bl it Alasll i) 48859 (Cl) (Hlsansl] Gulil) A8
S Ja) sy (e - osl) SOl o plaiad Cua Taall Gl Legd sl (lia
Logins aall CBEAN) 5aSy5 ¢ CHy dwadiosall Gl (i o gl Sall Crsa Jeliidll
Jlexiv) vie Algadall ClSjally dala 4y (goall haruiall Ciad L Jany (API) 458 (S (8
[64] AL Ll gila g S
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[66¢67] :aal) Al wshaliiall g 998} i) culuili v/
b o 5aY (8 Jsasll ol i) LT o gaal) ) aglgsal el sl
Uil Syall Aol ) ) Jeagin ¥ Ladie aeall 208 bl ) sale Tali candl) AL
:chludl) s34 ?"T Cre
:(Correlation spectroscopy) (H*-H') COSY
leaany oo sl il o Bl el
:(Total Correlation spectroscopy) (H'-H') TOCSY
Alols Rdjray 406l oda W rend Cus Bamy Gliilad pe Gligignl) gu Bllad L ks
sl el e dnliial) iyl
: (Rotational nuclear overhauser effect spectroscopy) ROESY (*H-'H)
bl dSml) 8 st Al o i
:(Nuclear Overhauser enhancement spectroscopy) NOESY (*H-'H)
celiadll e ginll Adaadla (pe Al 638 prandt cligigyall G Gllad Lalds el
:(Heteronuclear Single Quantum Coherence) (*Ju.c) HSQC

e badiyall 0s0SU 8530 il G A B Bllad Lalas el
:(Heteronuclear Multiple Bond Coherence) (3Ju.c,2J.c) (HMBC)
Sl 1aa ey Jaaiiall (50)SN )3 8 glaall (s0)SI il Le g9 (o By Bl Lalas el

Aluliiie s € 3 ey Y

: [68] Amdanl) dalay)
) Lol A (S pall Aalal) Al by Sl ke 3pant Wile Canay Y e LES 8
Al ol gladl) ¢ Lol a5 dpaeall dale)
oy Apmes iyl and (S - OpSl) g8 (e BuasisBU Gl eSlall st -
S e oSl el hiid delu sae (22100 Cani Al ales 3 (2N) HC
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e dhuly (ST @S) ol Gl i U ) Jusd g -
Sy A b ey dydadl) Ayl lide Jlexinlyy Bile (Jilu g5 (e (il
ceolaill Jsal Dads QA1 O ddanls Akl dddall U adlanad 4

UV Gl ity adle Copntl) (S ) sSle ) e dpglal) dypumall A8kl S5 -

coSal) il g Wae a3 Al ddall Caas -

s gel de silice 60Fss (3o & silag S Lalgll umai Juadiall Sull g3 o capell -
Bha da)y Cad 0 (S g o elsgll (b el iy (0,2M) NaHPO, Jslaas
LAcle 3 2°100

(cahld) L) (e Jiliy oSl e3al) e dpglal) Akl dakll Qi -

A4S sl (ans ae Bils juzaaall 3o glag SI ol (958 A8dall 28 (e Lol puagi -
A8 2

Sl il Byan des 109 Aty sl igsid o g pales 8 sl Gueny -
32 Caal i Lary Golll alaall (uds & dxiiag alay caad g sl 2 a0y
el

coloed) b caaal iy ) cliglle sl Ahesileg S ml G Y B -
0SB sedal) 8 LSl ady Tag Cua (383 5 5 (1°100) (pall & aaas s
i Alexiuall 20l ae A3)Ely UV Al cand ehiiag s3mal) Gl o5l A

Sl K e ol
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1 Fi | 100-92
4 Fio 110-100
e 15 Fis | 121-111
il JE Ll 1 0 8 92 Fio | 132-122
5 Fis | 139-133
5 Fio | 148-140
e 5 Fiy | 150-149
s T 10 %0 Fis | 160-151
1 Fio | 170-161

74



cJu) Jaadll

(28) Jsitisdl paliional L3l silas KU 3 ganldl Gl 124100 Js2a

BHCPENEN 11 0 12 88 Foo 182-171
il 19 = 203-183
o g Fa» 258-250
S s o . 20 80 Fys 265-259
il : = 274-266
Fos 280-275

L 51 Fag 291-281
. 47 0 25 75 = 300-292
Juaadll 22 Fag 400-301
4 ) Fao 425-414
33 = 436-426

sina Lt 28 0 35 65 Fa 444-437
15 F33 450-445

24 Fa 458-451

Sina Jala 25 0 45 60 Fss 464-459
13 Fao 470-465

1 Fa 477-471

Nia Ll 16 0 45 58 Fa 484-478
09 = 490-485

14 = 498-491

Siae Ll 8 0 50 50 Fus 505-499
31 Fu 512-506

7 Fa7 528-513

} ) 14 Fas 535-529
Sine bila 9 0 60 40 Fao 542-536
8 F5o 550-543

8 = 556-551

Sine Lala 14 2 60 38 = 563-557
2 Fes 570-564

o 16 Fss 580-571
e Ll 1 4 60 36 Fss 590-581

e Lagllginy 51 mg :

75

B gl A

Fs0 5 85 Mg : Fos yuSlly 170 mg 5yiieal) 4i0eSIFrg jusll lid) &




Q\Sﬁ” éj.:.J\ wx:j‘ 9 l;%g\ &.»\).U\ At M\

Figusl) dallaa o
60 -Jdallidudl e (CCM) 488yl ddidall Lale gilas S Jlaxinly HuSll 128 Jiad o
oo B et e 1:1:8 canally ele -Jitine - i) bl Jasiasal) aUaill (<
C7 Syl el Al 17,7 mg Figy 0aSoall e Jsanll o Lleall 238 Pla
Al Leglysa 4 C8 Syal and agle Liallal (53 12,8 mg Figc

Fos Sl dallaa o
CNslae e sla) an abiad 5 abiel (5 o JSA G LS ) 1aa (ggimy
dypaaill 48)l) Ldhe giles S LIRS 3 s canliall Galaally dualial d5phall sy
15% 4wty (alesS (ACOH) JAll (aes Jlexisls (Watman N°3)
Al il sladl) ¢ L) 5 Ayl o 3kl

cJslall (e dslie 4paS 8 Fpy pusSll 40N -

bt e Alal) (e a4 22y e 55l B e dale daulsy el png -

9 3aal WHli padaill ddae (55a3 Cam ACOH 15% cadall 8 ol siles SN Gansy -

el

i Ol b il @iy Gl gilas SI a0 -

&) pdais ABLA) ajall aeais el &5 (365 MM ) UV 7 luae DliuYl aall ala -
OSHs e b ml ae Ol Aaa b AL JSEYL il Bsa ol

leian Bale) W3Sy amyy A3l dleall (e lgde Jasiddl Gliell 4403 &0 -
Jsibine ~JiY) bl alaidll 8 (60JSbull) 38850 Al Lile silas S Jlexinly
1:1:8 il ¢l

C10 <Syalls C9 Syall ysiel Al Fope s Fose (pSyal) Jimds dalaall 028 Ul Conans -
(il e

Fap sl dallas o
BAW (aledll aladiuly dgyucaaill ()6l Lihe silag )€ Jlaatinl pusl) 13a dallas G

AL clghadll sy ¢ L) JUA (e ¢ (40% butanol, 10% acide acétique, 50% eau)

76



S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

Ulant JalSlud) e 280 Aaal) Lahe gleg S Jlaainly danl) sale) cady oS3

cAL e e ALl 4SS ol (ST e 8 S8 Fapg SHyall e

Byfine ey ClSHe 4 e Ulians 5al) 8

Centaurea olil Jglbisll paliiuadl oS Jiad dalpe calide (adly (3-111)  Laladall,
.Solstitialis ssp. schouwii (DC.) Q et S

il J 5l sl paldiin ) g
Centaurea solstitialis ssp.
schouwii (DC.)

F3o Foa Fis
—————————— ,—————‘——————I |_“‘J‘_““‘_‘|
| CP(BAW) | ' CP(AcOH15%) ' ! CCM !
LT .
| ‘ : |
/J_‘ 1 ol 1
F30a I:30b |
Fosa | Foan | Fose | Foaa | Foua Fisa F1sb Fiac
CCM cCcM
\ 4
F0a C9 S ) C8 Sl C7 Sl C6 Sl

Uil (aliivee sl Ay Joadll Jalpe o (3-TMT) Jaladdll

77



Q\Sﬁ” éj.:.J\ wx:j‘ 9 l;%g\ &.»\).U\ At M\

Serratula cichoracea bl dlasl) dyal) -2-T11

Al $alad) -1-2-11
Cuiat o3 ey 2002 Ol 8 AW duse alg (e Serratula cichoracea il ik o

Agshll oo dm lSe G gas e Lgsa DS il (31)sY)

S. cichoracea il (adidiu) dules -2-2-111

o Aapdiuall HeuSll al Blis ieald) dlley Pl &l o3a duhay Lid a8 3L
oSl o3a Ay Juad Alalse 5 38 ¢ gsill) Gal) il S JEY) i aldioa
: JIS [ adaiuy) e cas

Aty bl - U1 (e Jslae & leas &3 ¢ S, cichoracea Wl (e ¢ 2208,27 ok 2
Oille Giiye Aleall 038 @y S bl 2y ¢ ARl s dnpy (& dele 24 Bl 30:70
Bha 4oy e o 600 (s () (adaiall Lziall Gad $S)5 Al el Aali)ll Carea
) PB(OAC): e Sy bl sLall (ya Ja 800 Ailialy Laliiosall dallae cuci 35°C (35
3¢ Jslaall (8 dsagall i ol il gl ol el ) ol plisd) Ale
ol ¢ Al 3l cilude aladiuly Jilu -dils g5 e Alliie LAty Lak il
dgpanll S)ekY) Caida L allaill Jailiod) als JEY) COA saag ayshs I & Jg sl iy
o Lvpe (35°C) Lmidiall il it S, 5 iy ¢ N2;SOp Jlaninly Lesle (eanial
A8yl lalito

& 2541 kil Jiligl) 5§ 19,15 (AN A f 5,90 ayshs s o 0,16 : 55l i

(4-TI1) Jalaal) & Ziga Jalyall 538

78



S o) S gutd! ! 9 AilaenSIt duat yull I Joadl)

JL&j‘Y\ (3 52a

!

(2:8) slo -d sl dlausl 53 (aDlain)
Fead il ae Aalliie <) 30 3

slally dalag 5 58 3 gl (5ol J slaall Ko iy )
75 x5 PDOAC): (s Juli g ylasall

U il 5 = Gdas gl J sl

— \

Dl
#0.16
&Lw\),. B EG| ;‘;‘ﬂ.d\ J}.H\ | |
Sl ya 3 Yl clipud P
PR
2585518l (aliiv
£5,90

Alliie Cl ya 3 Uil

v

£19,15 JiY) sl (aliive
Sl skl

G yanll ) shll

l

Serratula cichoracea < (=Maiu) Jal e : (4-111) Jaadiall

79



S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

S. cichoracea <l 445 g Juad -3-2-111
oo lebaad ) Yl esalll ) by SA Gaw LS @lSialls JEY) @l palitiues e
paliine (e £15 LT G cpaleaS s ayss S aladinly e sileg KU agenll o)k
WS & Jallidl e Dl Al lidaly Joibiaall (e LB 20aS 8 oludl o aey JiY) cilisad
axs 80 alsh OIS G ageall eb 8 1Y) 13 aiay (Gomase JSE o mual S Laylal
leiyy &l A (230-400 mesh.40-63um) bas (o JalSilid) daleall cilS Eua can 4 oyladg
Qs 331 ae s sl aladiuly el Alee Cadi caw 60 dpenll b lglghy £324
laaay cJuaiia (350 (8 Ja 50 JS 38L L (Joilinal) Jlaals Blel 8 Dbeail) cacing Ly
dauly Ablad Glamd chaly 4besl LELSe 4al o dgliiadl Gl aead
&b Aaase Aleall o2 (F71-F'21) oS 21 o Uliast 13Say  d3@)ll ddall Lile silag S

(3-1I) J 2l

Sy bl paliid e il s )SI) asanll Gaglas @ (3-TI) J gl

el %dsilisall | %rysind) | ayshs sl oseSll | Al (§)lsal)
S 0 0 100 F) 14-1
Oy 0 5 95 F’, 53-15
Crindy 0 7.5 92.5 F’3 64-54
& &3 0 10 90 Fy4 148-65
Oindy 0 12.5 87.5 F’s 296-149
Criady 0 15 85 F’g 349-297
Crindy 0 20 80 F’7 373-350
& &3 0 22.5 77.5 F’g 421-374
&4 0 25 75 F’q 477-422
Cilalaie (piady 0 30 70 F’1o 503-478
&5 0 35 65 F11 556-504
Cpilalaie (piady 0 40 60 F’12 613-557
Cilalaie (prindy 0 50 50 F13 620-614

80




S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

(220) Jiy) s Galiiuad e siles SU gand) Gads 1 (3-1H0) Jgaad

Ofilalxia (yindy 0 60 40 F14 633-621
diaa Jagld 0 70 30 F’15 657-634
Jaadll Ji8 Lyl 1 70 30 F16 669-658
daza Jauld 5 70 30 F17 717-670
diaao Jagla 10 70 30 F’1s 763-718
dixa Jayla 15 70 30 F’19 905-764
Jaadll Ji8 Lyl 30 70 30 F’ 990-906
dixa Janld 60 70 30 F2 1008-991

Blidal) ) guusl) 485

Fig sl dallaa o

Bl dale xS JlalSland) Jlantiasly el 42850 2adall Lt silay S Aanlyy dindlas cads
F'i62 5 Fie1 0 le Jywan) dagill ColSh (aleeS (4:6)0) s -a)s85 )5l alailly
il e 82 Sl 5 ST Syl baass Gl

Fopo sl dallaa o

ialsy (F701) Wie iSye b o ilSpe 320 e oS il g 41 bl Ly
~ashs sl allailly A5 dale S bl Jlasiuly dgyuanill 43850 dadall Lile silas S
(el (gosill Gl Gl Janadis V) et o Aliiall S 1 ¢ GalesS (4:6) s
Gagaall paat e aad) AN GLLY) Gle B aDA e oS o a1 1 sl

. 4l 4l
CSHal) 5 ST Sl Laa Aledl) Lagiiy waatl cpiala (pSie o Jpemndl & 52N b
.S2

81




S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

il JEY) clinud Galitue (e didia S
Serratula cichoracea

F’20 F’16
________ I I
I CCM (CHCly/ acétone) | ' CCM (CHCIy acétone) |
___ &4 : L 64 _______ :
F20-2 F2o-3 F’16-2 F16-1
52 S5 )Y 51 Sl

Fo09 F1p suSll dgath 4ayyka 1 (5-111) Jaladiall

82



S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

Centaurea solstitialis L. cls (e dgaiall GliSall g guid) Gt -3-111

ssp. schouwii (DC.)

ClL Spall (g i) Cppal) -1-3-111
isa50 TOF-HRESI-MS 43y Jawsall CHCN 8 laal) C1 Syall ALSH Capla acl-
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CisHz005 Aleadll Zspall ) a5 Alls (m/z = 303,1208 CisHzoOsNa 1 4 guusal) AL<T)

xic (ion adduit) Calcaal) ;s ) sedas 385 Aagiill 538 ¢ 280 Da dxiyiall ALK
e dals) 6 sy ) 258 Rawall 038 ([CisHa00sNa+CHSCN]' 1 ceulidl m/z = 344,1457

.U_iua‘sz\_‘!_.b.}m

[M=Nal+
1 TOF_MS ES+
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Mass PR Calc. Mass mDa PPM DEE i=FEIT Formula
18.03 236.0687 0.7 3.0 a.s5 n/a C13 H11 N Oz Na
I3D3.1203 100.00 303.1208 —-0.5 -1.6 5.5 .4 C15 Hz20 O5 Na I
303.1192 1.1 3.6 4.5 31.9 Clz H19 N2 07
2041240 1523 304.1244 —o-a —1.a —o.s nsa co Haz ® oO10
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Y s ey G5 O (Sae 180,77 ppm tie 8L3l5 A5 Aigla 5] 438150 222,06 ppm - e
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AU Tl G (e

10 0
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H-4 o5yl auss 233 ppm ie sasiall LAY o i agle 5 (C-4) 4 05SU Cayla

Aadi) O (83 ae HOB 5 H-9a O godals llad Laady HMBC ks ) a0l

Yo 5li) J o el Aol Asl) 5 3c=112,43 ppm 2= CHp deseaas dald 1SV
JSell sl e C-10 5 C-14 ) i (pds oy manst Ala) 028 5c=151,54 ppm

(AT JSal ) o Claslaall o3 3O iy sl

14CH,

CLSyall s 5 Jiiai 1 (5-TTT) SN
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3,18 ppm e (Al (sigyn 5 H-B Gp (llad g 35a5 1oy COSY b ) gsalls-
SV 0SS Y gl 1w« (3=85;7,8;36Hz) (ddd) S Sl SlE <8 e
Go Ll S5e (il 13 sl ¢ H-1 gsignd) ) LAY e384y algillse S
Naanan s (udll ¢ C-14 5C-10 5 Osis ) 13 (a BIaS a8y (pw s3lls HMBC ks (Pl
vie H-2B 5 H-2a ool (A g5 H-1 puasai COSY s PIA (g Laila -
e (dd, J=19,0; 36 Hz) &4 =245 ppm 5 (dd, J =19,0; 7,8 Hz) 84 = 2,61 ppm
H- sially Legaiamy (o ol W) Lasly W (pigig pall (adgd Lagld] dpaaatl hlas . [3] JIsill

[5¢ 4] Cq o=l O3S 58 C-3 o Aaadldll o34 (e xifiusiy COSY s b zualy 13agl

i
3
I
& -
g
R a
F—>
8 |
[
>
»
‘2 F1[r;pm]

- @ v | H7HSB
P
-
v r
3 > = -
Fm====== 1
¥ - ' H-6/H-7 !
- - T = -
5 : s T T T T T e

(CD;0D, 400 MHz) C1S el COSY (*H-'H) s +(7-11T) akall

H3-15 5 H-5  H-4 «H-2B «H-20 ¢ H-1 ligigl o S HMBC <ib A (e -
b e callaadlall 538 8¢ = 222,06 ppm - die s g2 S e gane go (Slad Ll jelai lgmpen
Aapall #1818 ALl Glaglaall PlA e ¢ C-3 puagall (8 4058l de ganall punasy

(6-TMT)  JSE)) 8 Aaua sl
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CLeS yall 431 Y) dapall : (6-1TT) JS&

LS laaast (Kay C-115C-1 «C-4 « C-7¢ C-5¢C-6 aallp<ll 380 pall due ) yal) ¢ Loaskll dally Wl -

Fb
ol Culd ad PA e 3Shall s3] A hall ¢ LSl aaa §uw C-7 «C-5 «C-6 Dy dwally
H-6 G5l

Ol e paldd) ol cul Lily A e B 4sast 52 H-4 o s C-4 53 dually
COSY il (Pla (e daualy 3l ddadly 5 gzl 138 (H-2B o W sl edsl 520
(0 4ng 53 CHa-15 gl (e 4ias o(7-ITislall)

H-5 05l g H-1 0sisol sl ol Adlall dadll DA (e conitind C-1p5080 3,3 22 )
5] o anss sYH-1 45 (J = 8,5 Hz)

iy i Sy dialal) 4he slill cluhall A (e Caa C-11050SH de )il ¢ Ll
L6 ¢3] B L Centaurea ssindl (o Juad (53 S jall (il g sa )1l IS5 [5] A 3O
el oalal) dalinall (gl Gl Aabaall Colatll (e lgile Jaaniall il o3a paend
X% (HMBC « COSY'H-'H « HSQC ) il Alilly (RMN-"H « RMN-"*C <DEPT-135)

(-0 SN 8 Aain s CLS pall Al Al
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cJu) Jaadll

4B, 15-dihydro-3-dehydrosolstitialine A : (7-11I) JS&)

(4TI 5 B-TTT) Jslaall b 4500 i) pesiial) S

ialal) DEPT-135° JI ziliig RMN-C ()50)Sh) 8)3 81530 4lasSl) Aal3Y) a1 (3-11D) Jgaad)

Bc 5 (ppm) DEPT-135°
1 41,00 CH
2 44,92 CH,
3 222,05 C=0
4 48,49 CH
5 52,84 CH
6 88,69 CH
7 51,23 CH
8 28,00 CH,
9 39,95 CH
10 151,51 C
11 78,64 C
12 180,77 C=0
13 64,59 CH,
14 112,43 CH,
15 14,48 CHs
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el 153 msalalial 53l () Cashal (8) AiliasSl ClaliY) o8 1 (4-ITD) Jgand)

CleSyll RMN-H

‘Ho | 8 (ppm) | gatsa dgamil) J(Hz)

o 318 H ddd (J=85 7,836 H)
2a 2,61 1H dd (3=19,0;7, 8 Hz)
28 245 1H dd (3=19,0'; 3,6 H?)
4p 233 1H m

Sa 225 1H brt (J = 8,5 H2)

6B 423 1H dd (3=99 ; 85 Hz)
Ta 254 1H m

8a 2,17 1H m

8 1,81 1H qd (J = 12,5; 5,0 Hz)
9 213 1H m

9B 2,67 1H m

11 2,34 (OH)2H brs

13a 3,72 1H d (J = 10,5 Hz)
130 3,69 1H d (3 =105 H?)
14a 5,00 1H s

14b 4,65 1H S

15 1,2 3H d (J=6,7 Hz)
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M H-l4 l
A h
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o S | S SRR (ot - T

C3/H-14 _C_Ji .f{_]'_’ X

_ S -
CIHU | & |_CLEM & - 2
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- C-10/H-%a
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(CDs0D, 400 MHz) C1S 5l HSQC ik : (6-111) aplall
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T T
F1 bpm]

an

as

Ry =l
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T i i 2
e e oo
' 3!2 ' " ' S.ID ' ' ' 2.‘8 " ' ' 2.‘6 ' ' ! 2.‘11 ! ' i 2.‘2 ! i i Z.iD ! i ! erh;Dm]
[1-3,2 ppm] Jlaall 3 (6-1IT) iglall 55
CooyEMG i TESe
TH14 TS L B3 I L ) I FEr N S H15 |
----- “ T\ | _l{*rﬂ_ﬁ_
i WA A |
=k 1 [ E
‘ms_soxy MaoD Arte Amromera) ml - =N
o FE
g
e - -
:I . @
"""" i
e - =
H2 -4
® - = o= cuusﬁlge“’
’
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ay = -
P P -
2l -
s T Ty e ol

(CD;0D, 400 MHz) C1< ,l COSY (*H-'H) —ada +(7-111) —aukal)
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C2aS pall (g guiad) (pamtl) -2-3-111

I Caplall) Lasall TOF-HRESI-MS 45 CH3CN (3 alal) €2 (oS pall AESI Cada ac -
[M+H;0]" J dsmndll ALSH) [M+H5O]" 1 (3ilse miz = 421,1483 3ic i 4sd (s (8
e Ly 10 ) 258 5,80 638 CopHps07 Alasal) dagall ) g5 Alls (m/z = 421,1475
e Al @l ohaisy dals g al bl Cubll G WS ¢ pgiall 1 4 il 5 dade
ASll) CysHpOsNa dapall daslsdll m/z = 3051375  aic 3)LaY) dalsy (Sl 138 o)yl
dSi e Ju asasall delall 051 138 (CisHz20sNa Mz = 305,365 ) dysmnall
S CisH2o05 damall asay ¢ C7H4O0, exall haid e AN CisHpp0s dapall (53 ¢ g3all
[C1sH220sNa +CHaCN]* Jiay 53 m/z = 346,1641 aie 5¥) daiiill 038 acys C1 S yally

( m/z =346,1630 Lﬁj\-uu C17H2505NNad M}m;.d\ dﬁﬁ\)

Elemental Composition Report Page 1

Multiple Mass Analysis: 6 mass(es) processed
Tolerance =50 PPM |/ DBE: min = 0.0, max = 1000.0

Element prediction: Off ~~Ha
MNumber of isotope peaks used for i-FIT =2 C‘-‘-H‘-éo?

Monoisotopic Mass, Even Electron lons

1820 formulale) svaluated with 8 results within limits (up to 50 closest results for each mass)

Elemants Used:

C:0-70 H:0-120 N:0-1 O:0-20 HNa:0D-1

H-26568-Inaki (IB-FBAL-H) 30 (1.692) 1: TOF MS ES+
6.05e+003

320 340 380 380 <00 420 440 480 480 S00 520 540 560 580
Minim 0.00
Maxim ie0.00  100.0 5.0  1000.0
Magge RA Magnsg m ™ DRE ™
...... Bl.46 IEE .3 4.5
4.26 ’ T
s 5.5
c. 2

(CD;0D, 400 MHz) C2 S yall ALY Cayla : (8-11T) aukall

Jsaall A aailis cuign A (9-ITcahall) RMN-PC (p50)SU wlalinall (55 cpipll casha -

b el 4350l (12111 Calall 5 10-111 Caidall) ( DEPT 135 et 90) ks sllal 5 (5-110)
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Dseh 3ol ae C1 Golad) (S pal) Cilylal ae Agaliia 2 Lgapan C2 S5l (6-111) Jsaad)
gdloa) L)
shile Cpy LY o3¢l G andll -
C-3 dic (C=0) dwasl dadagl e v/
ve obely GlnS 5 CH OB Hepn Gob e sy hlil sl v
O kel GlayY) a8 el Je § =160, 91 ppm s 6 =128 ,90 ppm

ceSie e AV maSte Laaaa] dglegf Aoy liseS Gl Y

e = —
3 Ea
O8RS 3322
"1 co slal e
2| l2¢C
17 v "/ ‘ | AN (T
2IIJCI j ' ' ' 1.‘50 ' ' j ' |(IID ' ' j ' 5ID ' ' ' ' [DDII‘:]

(CD;0D, 125 MHz) C2 Sl RMN-3C  Caa :(9-111) ikl
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T T T T T T
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[112-182 ppm ] Jaall (8 (9-111) —udall ;s

e
£ N -
a 2 = = = = =
2 R e _3 3 g £
o 2 3
| T n T T T 5 T
2]
<
c-2,C-6> | C-3°,C-5
=7 '
| Ll
1 1 1] " |
| |
-
=]
2|
120 100 80 60 a0 20 [ppm]

(CD;0D, 125 MHz) C2 S 5l DEPT-135 : (10-11T) bl
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[rel]

132.3239
115.2606 ¢
86.1533

F |
= 10 CH

>

40

20

(CD;0D,125 MHz) C2 S )<ll DEPT-90 : (11 -III) ikl

(12-11 Caghall) RMN-TH (555l andalinad) (goil) ol sl ) 3agally @l (e (38
8,7 < L @l B AL sl )L el X5 5 CL e Sl e 3535 o )
xie Gl 7,72 ppm e I 5LV jeda Cua ¢ legia saaly JSU2H JalKing LaglSD 5i5n

(para) 4¢1 gaalsall b Jlasiy) A4l dyhall diall 3 ciLEY) 528 ¢ 6,63 ppm
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mmmmmmmmmmmmm N ~oow o TOLOONN - TNT IR OLOND
nnnnn we SNNT MO —eon e
ROBINNOPONRDRODITNANNFOONDNODITASNONINORBDONDDD
»»»»»»»»»» - [NCSINN b=
___________________________________________
-
o~
H-2’, H-6’ H-3°, H-5’
£} ) |
| | )
5l ﬁ “ H‘k /
° o (S -, w{.,.,}« AR f A
@ © @ r’) © ~O| © [©[<|0| @ [N 0
© =1 =3 ~ & S 3 @ o-e® @ =
o T o = < S o b Ko e v o
o~ = ~ = =1 -8 @ Now o & o
- - - s o B L P I P
10 8 6 4 2 [ppm]

(CD30D, 400 MHz) C2 S 5all RMN-'H Caha : (12-11T) audall

ik ek WSCH e sana (5350 O dsasall Gl oy (13-10T) COSY Ayyad ik
et lillas 3ae (14-T1) HMBC 4 yas

=l OsSl 5256,63 ppm e Gopaldall Gaigigsll g dgasall Slladll v
. 128,90 ppm e

de eyl oSl Gy 7,72 ppm die cpallall cpigie pll G Glles v/
.160,91ppm

7,72 ppm ie 5, Uall LU 5,L3Y1 cpas ool e lll s cp 3l v
e B G ol liyl 5 C-47 5 C-17 () sl Sl W st ATl 028 -

il e (H-6" H-27) 5(H-5" ¢H-3")
i sana 3539 Om RMN Lkl 5 (CS)all fsall dapall ) SN Gl Cilidane G aaad) -
el (8 oy deSgrm bl
Alladll Pla 171,54 ppm 2ie 4oy dday JoeyS dald §HLi) deas Glﬁ.’ﬁu} S WS
HMBC il & H-6"5 H-2 (il s Jasalal
L C2 Syall 3 (8111 IS 3 e el 2158 (S adles
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C2 Syall ol 3a Jiias : (8-1T) Sl
ISl & DAY Gy dsay (o Os0SI Cda 1385 (5155l Cadal (Bal) el -
oSer S (1H, m, 8:78,92) 3,53ppm  die 3)Li) asay b dald iy Sad)
iagill 52 ¢« COSY ik A H-4a5H-28 (H-20 ae (353550 138 Glladl HliH-3 ) L
C1 Syall Al e giall 18 4C-3 glay) X5
5 Sl 13 Gl o il aliall hlai 5 nlaliaal) o0l i) Galidal ) g sall -
Aall ChLEY) @) e (Sai C1 Syl
¢ 841,60 (M, 8¢39,33) ¢ 81,97 (M, ¢39,33) « 8 1,10 (d, J = 6,3 Hz, 5:18,72)
¢« H-2B « H-201¢ H3-15 ligig pll ) 844,80 (s, 8¢ 112,53) « 8, 4,83 (s, 8¢ 112,53)
caopnll e H-14b s H-14a

(9-TIT) JSa 3 ) o3l G855 lanall 638 g sana )

14
CH,

C2 Syall Al s Jdiad : (9-IT) JSl)
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e @ L [ E
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=1 " F b Do
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» H-8
H-2' H6 H-3' H-5 - H-S
' l A AR A
N
c-8 -« i 3
< ) 4 =
+ °
o

C-3 ‘ 5
. v s

< -

v o
C-3° G5 < , ? -
C-2' G-6° - T N
I b4 ° s 4 2 2 F2 [ppm]

(CD30D, 500 MHz) C2 S yall HSQC a :(15-111) aukall

Jal e ¢ Qg denSsm Wl Ao sanas sl sillsal)l JSuel) Loy (g9 (Al ol C2 Syall -
5 H-3" e H-3 O Aaualy clills iy ) (16-T11 <aall) NOESY s ) Llad 1aa
H-ae H-14b (H-14a 33 <X« H-5'5 H-3ae H-2B ¢ H-5'5 H-3" aa H-200 3lla3 <H- 57
 H-5"¢ H-3’« H-6"2’

& sulsllal) Ul (& Ahadine digry JeSsoma Dl Aa o) s @bl o3 o
.C-3 adsall

3Sall e ) ¢ el Al Wl cR3=C7Hs0, 5 R1=R2 = H Gl JSall dpuily ale s -
B olail 53 H-4 Osigylly dphaall dalall clligigy o NOE Glladll DA (e il €3
Jolady) 14 caolad) 53 H-3 Leahas Bolad) Ll iy JuSsham Dl de ganad 4l

o 4alad) aaal Ja Lﬁm H-1 as adlled Cayha e X% H-3
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F1 [ppm]

2

7 6 5 4 3 2 F2 [ppm]

(CD30D, 500 MHz) C2 S 5ol NOESY ik : (16-I11) wazhll

J 2w Gl 0o Bl s Al C2 SHyall A0l dpuall apaas ) Lo g 3l 238 apeni-
CmmsSons o Ble o cynaratriol Ol alell ¢ 400l dSleal) 8350 Js¥ Jats cynaratriol
Centaurea musimomum [7] Cynara cardunculus L e Buw cadgibloall S A<V
. [8]

Lahe salull 8 3)5diall 4l dgaliiall culis yall elad Cia €2 Sl st (S
. 3-(4-hydroxybenzoyl)-cynaratriol
Acroptilon il (e abad & Jyghn JanSgynm -4 Jasiuel Jaladl Gladgiblsall e gl 138

. [10] Centaurea glastifolia 5[9] repens
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S Hol) (S ged! ) 9 AleSTN dnyull) I Joadll
(10-111) JS3) 8 daiia 9o C2 S pall Aliaial) Ailiasl) dapall 4ile

14
CH,

S [l==

3-(4-hydroxybenzoyl)-cynaratriol : (10-I1I) JS&)
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(6 -110) 5 (5 —III) Jghaall 3 &sae Ayl il glaal) JS
DEPT-135 JI zitisg RMN-C )5S 553 315 5luasSl AalY) o 1 (5 -T10) Jgaad
C2 Syl Aalall

Bc 3 (ppm) DEPT 135
1 43,04 CH
) 39,33 CH,
3 78,92 CH
A 47,76 CH
; 53,12 CH
5 86,15 CH
. 56,13 CH
g 28,13 CH,
o 38,01 CH,

151,37 Cq

10

78,64 Cq
11

180,93 Cq
12

64,43 CH,
13

112,53 CH,
14

18,72 CHs
15

132,33 CH

2’,6’

115,26 CH
3°5
b 128,90 Cq
v 160,91 Cq
- 171,54 C=0
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Cragougll 315l cunlalinall (gogill iyl Caal (8) A8LuaSl) a3y ad: (6- TIL) Jgaad)
C2 Syl RMN-H

1H d (ppm) Jalsil) dgaxmdl) J(Hz2)

la 2,70 1H m

20 1,97 1H m

2B 1,60 1H m

30 3,53 1H m

4B 1,65 1H m

50 1,78 1H m

6P 4,08 1H t(J=10,2Hz)

7o 2,10 1H ddd (J=12,5;9,8; 3,6)

80, 1,94 1H m

8p 1,57 1H m

900 1,75 1H m

9B 2,55 1H dt (J=12,6;3,9)

13 3,55 2H brs

143 4,83 1H brs

14b 4,80 1H brs

15 1,10 3H d (J =6,3Hz)
2.6 7,72 2H dd (J = 8,7Hz)
3,5 6,63 2H dd (J = 8,7Hz)
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0
s
-

[112-182 ppm] Jlsall & (9-11T) aulall 1SS
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10CH,, 1CH;
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170
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lepml

(CD;0D, 125 MHz) C2 S 5all DEPT-135 : (10-11I) askall

quququ

qqqqqqqqqqqq

~~~~~~~

5] H-1

w | 2.8428
1.1007

H-9a

1.0000

H-8a
H-98
H-2a H-5a

Byl
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|
m
! I
i il 1y 0y
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C3 S all gouial) cputl) -3-3-111
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dddal) clidanal)
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. C3 Sl sl (38 Jlaall A dtlall Ao saadl) il s (7-1T) Jgand)

(2 — saaall Al | (x) 2 1 Aal | (2) 2l 2ad) | cDlelid)

266 350 MeOH

324 275 401 NaOH

324 275 401 NaOH+5min

306 273 374 NaOAc
267 356 NaOAc+H;BO;

305 272 352-398 AICI5

302 274 344-397 AICIz+HCI

i l) laliaal) (gg il () Adlla il : (8-IHT) Jsaa

Slsall Cpagynedl | I (Hz) bl | dpnaanl) Jalsill | 8 (ppm) Aalyy)
H-2’ H-6’ 79 d 2H 7,79
H-5" H-3’ 7,9 d 2H 6,96
H-8 2,0 d 1H 6,39
H-6 2,0 d 1H 6,22
H-1"° 15 d 1H 5,39
CHs 55 d 3H 0,94

113



Q\Sﬁ” éj.:.J\ wx:j‘ 9 l;%g\ &.»\).U\ At M\

 dpaeal) Aalay) quitss
Rhamnose : Sl &5
. Gilhaedll Casa 138 5 kaempférol : ¢sSidal) g5

tsyall dpilgdl) Al waad g i) 3¢)8

Calall 8 23350 - 8ydhall | lanll Apa iy Wood Axdl cind adid) (yll) -

33 aisall 3 Jadie Jssidd C3 Syl 13 o e iy Jsibiudl 8 Jasdd) UV-Vis
ST L

35n5 ode Jils NaOH 48lia) ey Gisuall 5250 8 5005 s i 51 daiy | Aajall 4 £ L) -
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Legie 10 =2,0 Hz o3 <l ol oopls) J&& Je A ddall 55la) el v/
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cJ=15Hz zahp Al 300 5yl I
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2
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*4 1 i F1
= = = TN 5 38 3 - Size : 65536 points real
Lk s & pe g “ b @ - Spectral Width : 6009.615 Hz
1 ‘ ‘ ‘ ‘ - Carrier Frequency : 300.13187 MHz
1 -Nudleus : TH
] Number of scans : 32
o]
] Type: 1D
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Ch pall g gl ¢pual) 4-3-T11

Al silag SI dglad)

ity (W00d Aa] a3 C4 (S yal e latinY ) (51

dddal) clidanal)

K -

Osisd) s Gl s UV-Vis aiyally dpnadill (358 3t aliaia] Al gl

Al Jglaal)

Cl CSyall il (35 Jlaall b Bl de ganal) il : (9-HT) J gl

((..a) — sl dajal) (e—") N | OSSN (e-") Y ORI O Le L)
270 350 MeOH
325 275 395 NaOH
325 275 395 NaOH+5min
280 350 NaOAc
270 350 NaOAc+H;BO;
275 400 AICl3
275 400 AICI3+HCI
Osigll Gu.\.law\ Lﬁﬁﬂ\ ol Gldasa: (10-TIT) Jgaad)
G5l cpmsyuell | I(HZ) o) A5 [ sl | Jelsil | 5 (ppm) Aaby)
H-2°, H-6’ 8,6 d 2H 7,99
H-3°, H-5’ 8,6 d 2H 6,82
H-8 - s large 1H 6,42
H-6 - s large 1H 6,18
H-3 - S 1H 6,50
H-1 6,6 d 1H 5,13
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3 gl
Afigeall 320 85045 ae a1 4500 | Llianll dpes Sl Aal) Jaadl NaOH i) wic -
C(19-11) Cadall 4 wmsall & s OH asas e Jidy Jitinall 8 Jaasal) Cadally 45)la

G oon deSonm dmy Glo Ju Jelidl G pe 23 32505 Baas deis ek of LS
T o gl

3 peasall & Jasise CSHall o e Jay NaOH i) (e (3383 5 2xy Cilall )i
&5 Ay MeOH aday 4550 11 dajall et ) (535 NaOAC s gall <A A8l -
T el (& pa JaSs e dsag Sy
& 3ald) Cadally 45)lie AICIHHCI d8lia) 22y a3 50 laiey | dajall dpeg Sl Aalyl -
5 poasall dja OH asay e iy Jsiliall
(14-TIT) JSa 8 dapall 1) 5055 Cllanall 038 & sene

C4 Syl il daseall : (14-11T) JSA
ZhP Ay sl o5l JSS e B dalall ligis oy (20-111) Cadall RMN-H Caks -

vie 4ulilly 7,99 ppm e IV G5 clegia saaly JSI 2H JalSing Legall 3ija 8,6 o LS

caiill Jde(H-57¢ H-3") 5 (H-6" « H-2") J ()08 sa 6,82 ppm
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6,18 56,42 ppm dic (icae cuialal Gild) JSE Ao A Zalal) cligigp Cpels WS-
il e H6 sH-8 (isisll (ydlse ppm

Cati 6,50 ppm - die H-8 5 H-6 kil JalSiy A5ylie 508 JA dpalal 3)L3) Capdal) el LS -
Ailal hly) Jels o Lax pliiial) 3-OR Jsigddlill aa (88 35mg () 13 &aaga H-3 (550l
o IVl Al e ie el Wil it ¢ H-8 5 H-6 bl Lol 4] g dpusiy el
.apigénine &5 (s @tm\} 3-OR kaempferol g3

513 ppm xic J = 6,6 Hz gzl dubty A4l 5L RMN-TH ciub el Al dga (e -
Sall o gt Ogipdl) 1) Aibasl AabY) dad DA e s Gl G
.O-glycoside 53 (e daghy Sl ¢3ally Lasiye 35SulaY)

2 Sl (s ) O e Ju We J = 6,6 Hz sa (snasi) Oignl ol b -
it die 5 H-8 5 H-6 J dmailly Jall s LS IH 58 (gymesl) (gl JalS ¢ Bola

a8 5 Win o kaempférol I 3iie 5 apigénine I (3ife (pe DS (ady oSl il o
el o gt Al Gldaadl JS P& e 355 ppm Jlaall & S @iy
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5l Aain SA o LS 14y C-3 o Sl muamse l8 kaempférol I §idal 4l -
UV el cind i)

Gaas S5 Aal)] 25a5l 458 C5 51 G758 Sl auase 6 apigénine ) gl daalls Wl -
& 4-0R s Ala 8 4 NaOH Ailia) aic Afiguall 50all & 5ydiee 3345 ae | Aajall

JSall 8 daimse (S pall A gl A0V gl ate (J8 000 5000 s3a (8 (Sl (g0
. (15-110)
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zyall A0y drpall : (15- TIT) JS

3l apigénine I Fuiay Galall H-3 3)Li) 32l L mjal) (& S50 JS dpsd (ady e -
slaasé kaempférol 5 apigénine (uSiell Galdll H-8 JalSS g gane il 1,000 4lalSy
.1,4870

= paldll H-8 JalSi 2 apigéninell H-3 o (alall 1,000 JalSs ¢35 die olina 4

67% s> A apigénine- O-glycoside 4w o it 4y 0,4870 (g5l kaempférol J)
.33% kaempférol- O- glycoside 4wy

of iy ) (16-111) JSal) Apcaeadl daladll Ulad (pSyall 8 dmsall Sl Gyl apaail -
.arabinose (e e ) iaall S
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O @——) Arabinose

»

A Galactose Rhamnose Glucose Arabinose

C4 S yall dpcaanl) dgadall aay S pall Al Hohll s A

gl ey ga Apmenll AaLeY) ce gl aall SR Cn s siles S (16-11T) JSA)

Za g padll

Alatinlyy 2a¥) aatie (e Add) Ak B SsSlaY) B8 e Aladl aaag L Al 8
(17-11D) J8&l) Je Llass Toluene /MeOH/méthyléthylcétone 4 :3 :3 (aladll

CA Sall sl silag S 1( 17-TIT) JSA)

apigénine sty sty 4350 JsY) (S0 dgmg Amasdil) (358 AasY) a3
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s SA) Buw LS 3 aumsall b Jasie Dlad kaempférol of 5S35 las jaual 434l Sl
Kaempférol 3-O- B-arabinopyranoside s Js¥) (aSie (e (sSie Jadd (e 3yle C4 Syl

Apigénine 5-O-B- s Apigénine 7-O-B-arabinopyranoside L) s» <l
arabinopyranoside

: (18-IMT) JSl) b Aaaiaga (S yall Alesll Lipeall 4le s

OoH O

OH O OH
Apigeénine 7-O-B-arabinopyranoside Apigénine 5-O-B-arabinopyranoside

Lalall 3Ll Haall ¢ (18-111) JS
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foaal2op 11

Ly

S\

(CD30D, 250 MHz) C4 S 3ll RMN-TH  aula s (20-111) —aukal)

Spectre Proton : FBAL2(D
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If it
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C5 @Sl Qg\g:\.’\,d\ Cmpdl) -5-3-1T1
ol gilag S gl
ity (W00d Aa] a3 C5 (S yall e latinsY) (51

i el cildasal)

K -

C5 S yall aniiall (358 Jlaall 3 Rislall Ao ganall ilis : (12-10T) J g

(2) = sl dasall | (&) = 1 2l | (&) = 1 sl Dl Wl
270 350 MeOH
325 275 400 NaOH
325 275 400 NaOH+5min
277 352 NaOAc
270 351 NaOAc+H;BO;
273 400 AICl;
273 400 AICI;+HCI
Ogigoall Gml:h,.,d\ &S5 il ) Adldas ldaza 1 (12-T11) Jgaad)
Bsall mspuell | I(H2) @bl s | sl | Jelsll | 3(ppm) Aaly)
H-2’ 2,7 d 1H 8,08
H-6’ 85 2,7 dd 1H 8,06
H-5’ 8,5 d 1H 6,92
H-3 / S 1H 6,32
H-8 2,1 d 1H 6,28
H-6 2,1 d 1H 6,12
H-1> * d 1H 5,10
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3 gl & Jaiee Jsisild sl C5 Sl o e s Jitisall 8 Jassall

353l g 3 50 o L | Aajall Fag Kl Aaly) Jaad Goliad) Jslaall NaOH L) e -
bl 47 pagall B ja OH 255 e diby Joilhall (8 Jasadll Caally 45560 43 guall 3020)
. (21-100)

O~ JaSsHu desane dsay o didy Jeliall i e a3 325 die Baaa daja seds of LS
7 poagall

o o3 7 = 8% daag S5k Aal) (Y s (St slaall NaOAC s geall COIA 28l -
T el A a duSoHm g g Jeilinall Ciday 4586 1] daad) (g5

& 3sald) Cadally 45)lae AICI+HCI d3lza) any a3 50 laiay | Aajall dpag S5l Aal3y) -
5 poasall 4 ja OH asay e iy Jsliall

SE Gyl Gle e Ju NaOACHH:BO; “ab (8 | Lol us S5l dal)) Gl
B A Gl e e (di- OH) JaS syl
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R5 # OH

R6 # OH

CHS pall 281y Fapeal) 1 (19-11T) S

t o (22-111 Candall) RMN-'H sl (g5l Gipl) Canda ) g salls -
SIS e jedayg H2? ogignll s SV 2H (s Alinails 3l v/
- Sl JSE e jelad B Ggig0 )W) W s« 8,08 ppm xie (J=2,7 H2)
i ¢ H-2" 5l ae Goldaia J3¥) e3all Cus 8,06 ppm i (J=85;2,7 Hz)
CH-6> ) lay) s3a
U i a5 sl BLE) ae Lisa ASljie 6, 92 ppm e (J = 8,5 Hz) 48l s)li) v/
.H-5°
H-3 gl cans TH Jal&i 6, 32 ppm e dualal 35L3) v/
5 6,28 ppm die lgia saaly JIH Jal&is 5 2,1 Hz gzolp by oidlds od,la) v
cnill e H-6 5 H-8 Il cuws 6,12 ppm
i) Cs B ¢ A dalall ligigyd Adlia) o5yl adalinadl ol ddldae cijell Gl
Ulal (oSl Jasuall 138 dagds e Capeilly ¢[3-5,5 ppm] Jlaal) & 5)S Jafisey dals
.(glucose) sSalall &y s Al (20-TITJSAY) dpcaeal) dgalall
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O @ » Glucose

o

| B Glucose Rhamnose  Galactose Arabinose

C5 Sl Fpasll dgalall any S 5all il 5kl : B

2l gl (s g dpmanl) daleY) e 0l ppmall S G sl il s S0 (20-1IT) IS
Ly yeall
Gilad) s jugl) e ganal) o 3aly) aaly Jaiivse o (gging CSHal) 13 o ey 4dle g
cT 5 A palsal sagasal sl L)<
ublixal ol )l Adhlas Glbdare 5 @Gladl S8 8 ds il drpall gl
C-37Y) 05 o (S Y C5 Syl 4 Sl mge o iy RMN-MH
([12] (21-11) JSal b daimgd) o Sl 13g] Aleil) Alaiall dagpall 4ia

lutéoline 3’-O-B-glucopyranoside : (21-11T) JS&)

131



S o) S gutd! ! 9 AilaenSIt duat yull I Joadll

Absorbance

25 1.0
F27c+MeOH1 F27c+MeOH2
f 27c+MeOH1+NaOH F27c+MeOH2+AICIZ
20|
\ y
|
) 3
[ =
(]
V g
104§ =
! 2
| <
\
T T T T T T T T
200 200 400 500 €00 200 200 400 500 800
Longueur d’onde (nm) Longueur d’onde (nm)

F27c+MeOH2

1.4 F27c+MeOH3+NaOAc

Absorbance

T T T
200 200 400 500 €00

Longueur d’onde (nm)

C5 S pall UVGllal Judlas 1 (21-117) <apdall

50D, 7) C5 o AH Gl (22- 1)
(CD30D, 250 MHz) C5 S 5all RMN-TH sk : (22- TIT) akall

132



S o) S gutd! ! 9 AilaenSIt duat yull

cJu) Jaadll

Soectre protos - faad?

oty
9 3 5 g = & 2 2 2 PR €3 e iy
7 3 B8 =3 B - s =2 35 —_—— ’
= KRR = 3 Sz = 4 g a4 P+ Fiestiol iermiies
\\/ Sete T
N Time "o
i . ot
—~oe -
o "o
I o
0, v -
- m
=~ .
e BT .
iy ' ee e
- B0 e
~ ol
- " NG e
> W
n e
3 1 20000008 e
............ L N —
b e
HCI - N e
b " 00 =
> H-5’+C : -+
H-2 " : i H-8 || H-6
H-6 H-3 s
x -, B 100000 ey
- -
Y ’
' \ 1 » -
" o
U | J - voo
’ v X > il
| / \ '&_’__/’ ) SO /A o »®e
e e T i T P— St b | ot . . 200 sue
" N~
) ) (L . 000 pom
\ / \ / \ 7 \ /\\t/ 7 500 9%
1 37 ) 3 —~—n ]
3 if §? ‘! 1: :! oom » '--u:‘
£ loi - [~ ol
p S e s e —
ice . L X L] e L}

[6-8,5 ppm] Jlaall & (22- III) caphall s

133



S o) S gutd! ! 9 AilaenSIt duat yull I Joadll
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U H-B (5ol (pfilge TH Jaliy A8 6L IS8 e Cela A dalal) iy -

ol Al 8= 6,20 ppm e 0y A H6 osisnll (539 5 8=6,37 ppm e ¢yx

NeglS! J=2,0 Hz

TH-FALTEE - RMMS00LIG 1 {10 1HY MeOD S00MHz

5
2
= I
1e =& 3 =
b LS
] o o
] Il Il
o]
=]
-]
1 |l 1l
- N ft L
4 L,__I |__,J Li__l‘l__,l
e T = B BRI I B i o T T T T L B o O i
= 6,48 6, a8 6,44 642 6, 6,38 638 6,34 632 B, 828 626 B 2 (g 82 6,18 616 B,

[6,14-6,48 ppm]Jiaall b (23-1IT) ciphll
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Osll bl H ge Cilise Ry ge (22-TIJSAN) kaempférol IS I Lassi cldana) o8

Lol Cada b H-3 L8 bt 5CB Spall i)

R,

C6 S yall AN dapall 1 (22-T11) JSal

Ol Cuws Sy 8,7 7ol Ay § = 5,23 ppm aie AglE L8 RMN-1H Ciub el LS -
g5 o Ay SRY) BAL e S ob g R 1 dal) PR e ¢ gnesl)
O O osne m@osme LBl dsa i Angli A6 ded DA e Ll ¢ (O-sucre)
il o3 ¢ (emasV) Qe B ALSE ey Lae Sl G2 S (g s (easd)

rhamnose 5l mannose Sud) (s<s o il aniiis
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TH- FALTSE - RMRA00LIG 1 (10 TH) MeoD a00MHz
=
iy
= i
] & 5
& - ]
o]
o]
H-1
M
o
|
1 T
e T T T T T T USULELE T T T T
% 5,34 3z 3 p:] 526 24 22 52 518 & 4

[5,14-5,35 ppm]Jlaal) & (23-TT)ciphll S

oAbl J<al o Sl cligigp chla) aaf cijels LS

)L (3=12,0; 20 Hz ) 8 = 3,70 ppm aie V1 s)lay) ¢ Al- Al 06 e o) -
Gy ¢ il JeH-67b s H-6"a I G (J =12,0; 5,5 Hz ) 6 = 3,55 ppm e 4bill
caliisie b Ssiely e ple Sl 0 of Adlaia) AL

5 6=3,43 ppmaic Gheda 5L3) J1I=9,0 Hz gl dnlis TH JalSiy (Dl L) -
et fl) e H-27 5 H-37 il (il ga § =3,46 ppm

H-3" 5 H-2 ¢ Ho17J dadiipall gl clgs dad ) ddli) ¢ 46,0l Cldanall DA (50 -
SsSila oo ple S8 o s

8=322 ppm e ojlsny yedit H-57 5)L3) 5 Jsilisall )L3L Blaia H-47 (53550l 3L -
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TH- FALTEE - RMMNS00LIG 1 (10 1H) MeOD s00MHz

[3,2-3,9 ppm] Jlaall & (23-11I) ashall ;o

[13] (23-TI1) JSal) b Aaaa gall Aleaiall Al Y Lo A8kl ililanall £ sana

Kaempferol-3-O-B-glucopyranoside (astragaline) : (23 - III) J<&d)
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el 3151 bl (gl () Cirlad (8) AlasSll UABY) ad ¢ (13-T1) Jsta)

C6 S all RMN-H

1H 3 (ppm) Jalsil) Al J(Hz)
H-2’H-6’ 8,07 2H d(J=8,8Hz)
H-3°H-5’ 6,90 2H d (J=8,8 Hz)
H-8 6,37 1H d (J=2,0 Hz)
H-6 6,20 1H d (J=2,0Hz)
H-1" 5,23 1H d (J =8,7 Hz)
H-2" 3,46 1H t (J=9,0 Hz)
H-3" 3,43 1H t (3 =9,0 Hz)
H-4> 3,34* * /
H-5" 3,22 1H m
H-6"a 3,70 1H dd (J=12,0;2,0Hz)
H-6""b 3,55 1H dd (J=12,0 ;5,5 Hz)
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CTSyall 5 gaial) cptl -7-3-11

3 ddsall & Jasse Jsasidls o 08 () of e Jals Wood Al cand i) (1) -
5 (25- Mkl ¢s)Sl Caday (24- Tkl (5ol cndalinall (595l )l Canla 4l
cilael ( HMQC « HMBC ¢ COSY) RMN-2D <ilbkl 5 (26- Ikl DEPT wsldal 135

sl IS 3ae <)L

Io TN ~ FAL 18C ~m ¥ OOHAYNOAYN OO NN MWD ~mon
S IS S 98 00 E 83808 dnhdnN8008aRNT BIST
] SK 3 I8 b BN EBTYImaoIAIISSINg FII
o9 B oo < RN R NBNVOCOONMBOBITTINRBNN oo
& <o < 1H - 400.13 MHz WL K mm e m e e mm e m e m e B
\‘ \‘ \‘ S B e LL L L L L
CD30D, ref. TMS T S L
*** Current Data Parameters ***
NAME pmosset FAL 18C
EXPNO : 10
PROCNO  : 1
*** Acquisition Parameters ***
BF1 : 400.1300000 MHz
s s s >
H'2 5 H'6 H'3 ) H'S BF2 1 400.1300000 MHz
DATE_t : 05:05:25
DATE_d : Oct14 2016
NS : 256
o1 : 3201.04 Hz
02 B 2470.97 Hz
PULPROG : 2930
LVENT : MeOD
L)
H—8 Ih : 8012.821 Hz H-l
: 48076
‘ TE B 297.8 K
‘ /L u_JJ i
=
E’rﬁj ﬁ WW ﬁ : FOT"T ﬁ ﬁ ﬁ jor WNF rmTi : Ho ﬁﬁ
ISR a8 s 2 3|3 |3 S| = = = 32 (3|32 S
2|9 3|3 3 3|8 |3 D | = ~ ] 3| 3|38 =[S
=2 N hul ] Q| = e o ] TN @@~ ol N
=) oo =) o~ <Hlo| |o S| |+ < =] S|em| |if|H| i S
L e e . S s s S S S B S A e e e o L L A e e e e e e B A AL
8.4 8.0 76 7.2 6.8 6.4 6.0 5.6 5.2 48 4.4 4.0 3.6 3.2
(ppm)

(CD30D, 400 MHz) C7 S 5l RMN-H s (24- 1) Caphall

IS Ol (yfic sana JS3 o Wbl Cipels Cus (para) Jlainy) A6l B ddlay ue-
5 =804 ppm e V) jelii Cus s 88 @ i gl G 5 2H JalShy Legia 3aal;
Crigig yll 48l ga (8¢ = 116,13 ppm) & = 6,88 ppm 2ic 4xlillg (8¢ = 132,32 ppm)

caoill e (H-5"¢H-3")5 (H-6"¢ H-2?)

(27l ligis ) s38 (o Gl Gy 53 COSY ik Ciyha (e 33550 Cililanal) 028

140



CAS)AJ S §od) wa:j\ 9 Zx;\,«,{l\ 1.»\).\5\

CJu) Jadll

o EEEEE 283 2 3 2% 3 s3f3y 33 ¢ .
FAL 18¢C £ FERZZ 34 # 2 g3 3 EEEDE @R ._)_9_:‘_)5'5_‘1_‘22
QAN L Y I L O T P .
TSAGTT4T0 MHT . ) R . =
CD,0D, ref. TMS C")'QQ'G' C‘E'QQ‘T
Cwrren: Dasa Faramess C_S T
T T T
Bc Cala aall
(CD30D, 100 MHz) C7 S 3l¥C Cala 1(25-11T) iy
FAL 1086 & § E g @2z 53% 33838 88 g
d b 3 & S8R E 83z BI8IR &8 8
13C - DEPT 135 & ] =3 w FOW & NS 8 TIIIIS SO S
S = S 8 RRE R 88 2IIIT 88 ;
75.4677490 MHz ‘ ‘ ‘ l\ﬁ ‘ ‘ H ‘ ‘ ‘WAAJ—J })
CD4OD, ref. TMS
*** Current Data Parameters ***
NAME pmosset FAL 18C
EXPNO 20
PROCNO 1
*** Acquisition Parameters ***
BF1 75.4677490 MHz
BF2 :  300.1300000 MHz
DATE_t 23:03:56
DATE_d Oct 17 2016
NS 10920 ‘
o1 7924.11 Hz ‘ ‘ ‘ ‘
02 1200.52 Hz ‘
PULPROG : dept135 ‘
SOLVENT : MeOD
SW_h 18939.394 Hz ‘
T 65536
TE 298.2 K ‘ ‘ ‘
T T T T T T T T T T T
220 200 180 160 140 120 100 80 60 40 20 0
(ppm)

(CD30D, 100 MHz) C7 !l DEPT135 Caka :(26-11) ikl
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H l 1 Il I} .AJ\ L._A .
ot + Pt -
J— i i : o
O - S -
i i I ] ! ] § et
(CD30D, 400 MHz) C7 Sl COSY(H'-H') cala :(27-111) akall
(|
H-2°, H-6’ H-3°, H-5’ M L
A : g
- ) @ T
E @ @
e é La
: % @ .
o oo o
% @ K
= y T T T T T T T T

[6-8,2 ppm] Jlall 2 (27-110) cadall s

G s el eySll aa iy Bllad H-57 9 H-37 (0 (28-111 ahall ) HMBC < -

sl ae Gllad cuid H-6" 5 H-2' W« C-17 () o) oy ) 5 8C
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) AibesSl AP Blai «C-47 ) oy 53 8c =161,64 ppm e LY 53 el

S adl gl (b 5

o H-8¢ H-6 ) Walis) Say §= 6,48 ppm 2ic dualal 3)La) Gsigpll cada an WS-
OsS)) g Bl Gan Osiad) 13 ) ass (29-11 Cagall)  HMQC sk Y gsall <H- 3
Y C-8 ) oalinly zranis (y53SU 13g) AliaSl) AslY) A ¢ Sc = 95,53ppm e 5LEY) (63

.100 ppm Gsii sale C-3 5C-6 J Aileasl) Aa3Y)

C-7 ‘-’vA bk 5 C-3 5C-6 (prasdll Q:A BETNPRRTILPLY 1| AV Oi ldanall 038 (pe meiti -

HMBC il Aiaze Lyt due Lyl <yl oda aaas (Kay C-4° 5C-5
canll Ao 8¢=161,64 ppm 5 8c=122,91 ppm e C-4’ 5C-1" yedaid <Al 3w WS

128 5 gig ol 1 e 4dllad A (3 8¢ =160,07 ppm die C-7 2ot (Say H-8 (e U] -
e Lily C-9 daaty H-8  mawy WS ¢ Bydinall Al 4ial)) dad oyl (10 2S3e il
G e Bllad H-8(pw WS ¢ 8c =153,69 ppm e (Ggigyll 1 e 4dllad DA
3Ll AalY) dad iyl (o S50 ALY 138 ¢ C-6 J oy s2) 5 8¢ =133,08ppm e

coasall 138 8 Al Ao pana Uil eanss
fesene Lals L) Gm ) Ol b ) el Lo SEI Sa Al ol

.8 = 3,87 ppm e 4 LS

G sl aa Gl smsy (i LS gl desanall 038 Cligigy HMBC  Cada -
Oo Wily s HMBC s 3 Wil .C-6 ) olisss 3 50 &1 (5T 8¢ = 133,08 ppm aie ()
Ay 15 C-10 Y 8¢ = 105,88 ppm xie 5)LEY) (53 elpll (sSh alia) Sy H-8 Pla

- 05l 13g) Aglasl AalY) ded e G5 e

1ed ealsl) Slleill A (4a 8¢ = 159,13 ppm die C-2 yaady HMBC cish ey WS -
Al P e C-47 Gl 5 (C-2) OsSl 13 B e WS ¢ H-6" s H-2" e 50Nl

5 C-5¢C-3 @) ¥) W i al Sl il Y gsall 50 H-5" 5 H-3" pe V) 1
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dadl s §c = 179,72 ppm 8¢ = 154,09 ppm  &c = 135,17 ppmae <hHLDU C-4

il Je C-4y C-5e C-3J chlay) ol Gis 0 ead) (e Ailaasl Cilaly)

D24 JSED b daagal) A5 dapall £ )8 Koy Cillaall 038 (e

C7 S yall ANy dapeall  2(24-T1T) JS)
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“He3, HE . B
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v . L8
2 H
g * ¢ ¢ ¢ g ¥ ¢ ¢ & g v ¢ T 4 Lo
(CD30D, 400 MHZz) C7 Sl HMBC ik :(28-T11) akall
=
I TR
c10 4 a5 5
— @ [
E S -
C-6 —H () b)) B
Cc-9 1 2l L
7 = 3 o
“ FE co © )
U T T T T T T T T T T T T T T T T T T
8.0 75 70 65 F2 [ppm]

[6,2-8,2 ppm] Jlaall 3 (28-I1T) iphall S
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. | L1 O
H-2".H-6 H-3",H-5" L
o JJUC U] e B
s &
b
9 -2
o
o
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o g
&
v
S 4
U T ) T I ! T 1 I T I T T T I T T 1
15 10 5 0 F2 [ppm]
(CD30D, 400 MHz) C7<S 5l HMQC sk :( 29-111)  kall
SN esall ¢ C3 pmsall & muShe Jasivse i Ll el Jidatll (e aall 138 -

&5 (e ApSis A genay duald ChLE) asas Jaadly DEPT 5 sl Lids Aals 5 ol
BLE) I8 e (omas) Gsig ) L RMN-TH Cada (o Cus ¢ (hexose ) (oo S
g5 e Adaily (SRY) BAIL dadiye 4 it iali) A (e 316 = 5,23 ppm vie Al
- Galuall Lililas A 18350 O-sucre

sie LY 63 oSl e e Ogis ) 138 (3llad Jaadly HMBC clal Ay pas 3yl
Ll C-3 poasall & (Sl Jagisall o (V) (e st 4gde 5 C-3 o §=135,17 ppm
Pl LS aamt g Sl Jasiall (g AV chylay)

LY (I=11,9;2,2 Hz ) § =3,68 ppm xie 1Y) 8)La) ¢ Al - AU 08 e o)La)

izl JeH-6"b sH-67a ) s (J=11,9 ; 5,4 Hz ) § = 3,53 ppm xic bl
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desanall g Gaigigsll Cpda (3llad iy 3 HMQC 5 DEPT-135 Cada sl 13 s,
. &c= 62,63 ppm 2uc CH;

b ol H-27 e Gapdll (S H-177 5L (e @Uas) COSY s Ay P& (e 5
8=3,45ppm xic (J=9,1;74Hz) S-S K& e
asmaH-37 o o Ll Oy gysma H-27 ) oS58 i) s o
O iy Lagin (33 el Cum COSY cinhs A e Lils H-37 ) 3y H-27 aasd
oAl b dad o 3)LAY) oda Aol ¢ H-37 ) §=3,43ppm xe (J=9,1 Hz) SO
s H-4 J ghsmaolad) 2ty H-37d (gysmall oladyl) X5 5LEY) 038 (10 g ydusdl)
5 COSY ish Dl (e 8= 3,30 ppm die cudall 5)Laly Jaie selay (( H-4") sl
b ey - H-57 () 8§=3,20 ppm e (2axi) Adddiall 5)LEY) it 5 ¢ HMQC

5 8c= 78,10 ppm «8c= 75,78 ppm xic C-4”> ¢ C-3" « C-2"" aaa’ HMQC

o all Jde 8¢=71,41 ppm

. C-3 C“a}d\ ‘53 Aziia ga 2dal (Juw Lﬁl\.“ OsSalall S ol ibiazall 538

[14] (25-11) Sl 8 Adl) 23l Aiall ) (g% Clanall 538 § gana

6-methoxy kaempferol -3-p-O-glucoside :(25-111) JSA)
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cJu) Jaadll

(15-111) 5 (14-TIT) Jslandl 8 &59ae A8yl llasall

4alal) DEPT-135 JI ziliis RMN-2C (5,8l 5,3 8153 A 5lasll Aal3Y) o ¢ (14-10) Jgaad)

Bc 5 (ppm) DEPT-135
2 159,13 Cq
3 135,17 Cq
4 179,72 C=0
5 154,09 Cq
6 133,08 Cq
7 160,07 Cq
8 95,34 CH
9 153,69 Cq
10 105,88 Cq
I 122,91 Cq
2’ 132,32 CH
3’ 116,13 CH
4 161,64 Cq
5 116,13 CH
6’ 132,32 CH
1 104,21 CH
2 75,78 CH
3> 78,10 CH
4 71,41 CH
57 78,48 CH
6> 62,63 CH,

OCHj 60,94 CHs
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Onng gl 315l wlalizall (goqill ol Cadal (8) Ailasll culaly) a2 (15-TIT) Jgand)
C7 «S$yall RMN-H

1H 3 (ppm) Jalsil) Anaaill J(Hz)
26 8,04 2H d(J =88 Hz)
35 6,88 2H d (J = 8,8 Hz)
8 6,48 1H S
1 5,23 1H d (J =7,4 Hz)
2 3,45 1H dd (J=9,1: 7.4 Hz)
37 3,43 1H t(3=9, 1 Hz)
4> 3,30* * /
5” 3,20 1H m
6a”’ 3,68 1H dd (J=11,9; 2,2 Hz)
6b™ 3,53 1H dd (J=11,9 ; 5,4 Hz)
OCHgs; 3,87 3H S
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C8 S all (g gainl) (puantl) -8-3-111

Behsall b Jafie Jsig@l i (@ (Sl o e s Wood dasl st i) ()50
& ol (30-TTidall ) RMN-1H (5 pall pusplalinall (g5l i)l Cala gl

Calal B8N Gandl) o) LS «C7 S all (gosill (555l Ciuda pe 48l C8 S yall MeOH-ds
DEPT-135 ik 3 sagasall cihliY) i acf C8Syall (31-1Icahall) DEPT-135

.6-methoxy kaempferol -3-B-O-glucoside s» C8 S yall i sl 4iag ¢ C7S all

prdiset FAL 24c 28 5 EE 3 [ 2E+05

s 28 b ] -

Y4 N N I 2E+05
F2E+05
r2E+05
F2E+05

/[’ /// F1E+05
F1E+05
F1E+05
r1E+05
F1E+05
A(d) B (d) ce) D (d) [ 90000
8.03 6.87 6.37 5.14
— — 80000
70000
60000
50000
40000
I
! { 30000
20000
I

10000
Fo

& R 5 ? 5 F-10000

3 3 3 3 q

T T T T T T T T T T T T T T T T T T T T T T T T T T
80 78 76 74 72 70 68 66 64 62 60 58 fff ?A 52 50 48 46 44 42 40 38 36 34 32 30
ppm

(CD30D, 400 MHz) C8 << sl RMN-'H aula :(30-111 ) —aukal)
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pmossetFAL 24c
I [~ 60000
- 55000
[~ 50000
// / [~ 45000
[~ 40000
I~ 35000
D (d) 30000
5.14
_
[~ 25000
[~ 20000
15000
I
[~ 10000
[~ 5000
ro
g P
- o --5000
T T T T T T T T T T T T T T T T T T T T T T
5.2 5.1 5.0 4.9 4.8 4.7 4.6 4.5 4.4 4.2 4.1 4.0 3.9 3.8 3.7 3.6 3.5 3.4 3.3 3.2 3.1
f1 (ppm)
. . =
[3,10-5,20 ppm]Jlaal) & (30-IIT) caphall S5
prio@et FAB2AGE 3 2 5 O B 2% LIRS & & t 30000
[ NN/ I [ Y |77\
[~28000
[~ 26000
[~ 24000
[~22000
~20000
[~ 18000
16000
14000
12000
10000
8000
|
+ [~ 6000
[~ 4000
2000
ro
~-2000
T T T T T T T T T T T T T T
3.70 3.65 3.60 3.55 3.50 3.45 3.40 3.35 3.30 3.25 3.20 3.15 3.10 3.05
f1 (ppm)

[3,05-3,70 ppm]Jlasl) & (30-TIT)iudall S
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pmossefN:FAL 24c {11000
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104.71
71.39
—62.74
—60.56
56.83

N

78.38
78.10
—75.72
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9000

8000

7000

6000
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~4000
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2000
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-1000

[-2000

-3000

I~-4000

T T T T T T T T T T T T T T T T T T T
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90 85
f1 (ppm)

(CD;OD, 100 MHz) C8 S ,all DEPT-135 g (3111 ) azkall
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CIO S yall g gainl) (it} -O-3-111
3 adsall 8 Jasise Jsigidls ) 0sla (Sl (f e Jils Wood el cant  awsiiil) (5l
MeOH-ds (& Jaasall (32-ITiphall ) RMN-1H (535 pall sshalial) gssill il Cada gl

cC6 SHyall gigpall cmdalizall (5o5il) il (sl aw il C9 Syl

. kaempferol -3-B-O-glucoside 2 C9 S yall 4ia

pmosset FAL28&S 28 ] 85 - 6E+06
% © 56 3 5 &5
N \ [ Y4
[~ 6E+06
// ( [~ 6E+06
!
/ //‘ }( [ 5E+06
| g J
v - J 4E+06
~4E+06
4E+06
~3E+06
2E+06
[~ 2E+06
2E+06
|
1 1E+06
~ 5E+05
1 L Lo
& XL &4 &
= 2 85 g
- - s o - [~ -5E+05
T T T T T T T T T T T T T T T
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5
1 (ppm)

(CD30D, 400 MHz) C9 <X 3l RMN-'H s :(32-111) —aekal)
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cJu) Jaadll

pribgbet FAL 210 23 87 23 23 [ 25000
e Y4 NN Y4
- 14000
o / I 13000
/ / F 12000
[ s /
| | ) f f 11000
) J
J % J /
- 10000
- 9000
8000
A(dD)] B(d) E(d) 7000
8.04 6.88 5.18
— —
- 6000
- 5000
4000
3000
1 2000
1000
Fo
& = &L B
= 2 S—5 S F-1000
T T T T T T T T T T T T T T T T T T T T T T T T
80 78 76 74 72 70 68 66 64 62 60 5 52 50 48 46 44 42 4.0 3.8 3.6 34 32 3.0

8 56 5.4
f1 (ppm)

[3,0-8,0 ppm] Jiaall 3 (32-11 ) adall &S

p@@set FAL 249e
P

— 5000

4500

4000

3500

3000

2500

2000

1500

1000

500

[3,0-5,2 ppm] Jiaall & (32-11T ) apall 1S
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pmébset FAL 24e SRR 88%% B OB 5% TISITE A Hag yygaaeny’ 88558 6000
| Vi AR N N | N/ SNNAN 22 SN
[ 5500
[~ 5000
4500
4000
3500
3000
2500
2000
1500
|
i 1000
[ 500
ro
& & ¢ : £ &
= = = 3 s b=} I 500
T T T T T T T T T T T T T T T T T
3.85 3.80 3.75 3.70 3.65 3.60 3.55 3.50 3.40 3.35 3.30 3.25 3.20 3.15 3.10 3.05

3.45
f1 (ppm)

[3,85-3,0 ppm] Jaall & (32-111) asdall 10s
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Serratula cichoracea wls (s 4 gaaiall il jall (g guid) Gpuail) -4-T11

S2 iSpall g guiall Cppathl -1-4-111
iad (33-MIcahll) Zissall TOF-HRESI-MS 4y Jausall  S20S5all 40N (e tac]
ALSY) [M+Na]® &l [CorHaONa 1° d Zadlsl miz = 503,2085 vie el 4ud s
I3 CoHaO7  Alesall dapall ) 5055 ) 5 (m/z = 503, 3009 CorHasOrNa J sl

°L§)>j\ ‘_f Olala g dandia pe Jailg) 6 24ag L;J it dapall 028 480 Da Ayjall AIl)

Elemental Composition Report
C27H4407
Multiple Mass Analysis: 8 mass(es) processed - —_—
Tolerance = 5.0 PPM / DBE: min = 0.0, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT =3
Monoisotopic Mass, Even Electron lons
1632 formula(e) evaluated with 10 results within imits (all results (up to 1000) for each mass)
Elements Used
C:0-100 H:0-180 O:0-20 Na: 0-1
Inaki ( 1B-FB-FH-F3 ) 33 (1.183) Cm (31:33) 2 TOF MS ES+
EEm ey 2.51e+003
5032685 =
100 - Eman
%-|
| 5443273
| 4852921 545.3275
{ 135.0028 196.1689236.0727 277.0957 3011445 3851086 4132679 6194440 663 4637
o — - miz
150 200 250 300 350 400 450 500 550 600 650
Minimum: 10.00 0.0
Max imum: 100.00 100.0 5.0 $0.0
Mass RA Calc. Mass mDa PPM DBE i-FIT Formula
545.3275 13.29 545.3302 -2.7 -5.0 1.5 C26 H50 O a
545.3267 0.8 1.5 13.5 28.2 €35 H4 o
544.3273 38.69 -
535.3238 18.62 $35.3247 -0.9 -1.7 4.5 2.9 C28 H48 08 Na
535.3212 2.6 4.9 16.5 4.2 C37 H43 03
521.3126 16.24 521.3114 1.2 2.3 2.5 6.1 C29 H45 08
517.3127 10.36 $17.3107 2.0 3.9 17 37.3 C37 H4 02
517.3141 -1.4 -2 S.S 42.3 C28 H46 07 Na
504.3035 31.86 -—-
503.2985 100.00 $03.3009 -2.4 -4.8 8.5 0.7 c2 24 Q7
503.2985 0.0 0.0 S.S >3
485.2921 11.72 485.2903 1.8 57 9.5 37.5 CZ2% H41 06

(CD30D, 500 MHz)S2 S yoll AUSY Cayla :(33-I1T) —ankall

(36-I—wilall) 5 (35-Iwhall) DEPTjlas ildal 5 (34-ITahall) RMN-2C Caa cillans
Pl On Sl B 05S 8)327 g X5
5=207,57 ppm e A€ JiigS desana V/

5=166,61 ppm e Sl el ouS v
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R

5 =123,58 ppm ic | CH dcgana v

(26 -IIIJSEY) cholest-7-éne-6-one JSuell 4ad) e bl du)yall Coua Aalas cilidazall 528
058 (ala §=207,57 ppm e Oy @A) eSOl Aiey Jgpiund KU Dl saa) 8
5 =123,58 ppm 55 = 166,61 ppm e ;5 3 AiY) clisyySI W ¢ "o gl Al '6 o)

canpll e C-7 5C-8 J

-wreaa [f
1966052

1T

— 1325908

- 118187

Cholest-7-ene-6-one :(26 -I11) JS&l)
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i)

T T T T T T
120 100 80 60 40 (ppm]

(CD30OD , 125 MHz) S2 S ,all DEPT135 ks :(35-I11)akall

IE-¥B-FE-¥3 8 1 /opt/topspin ibrouard

[rel!
L

|
|
|

—199.4911

—1p2.7408
779770

|
|
|
|
|

(CD30D, 125 MHz) S2 «S <!l DEPT90 <k :(36-ITT) ikl
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Ol Aidas pyla m dmadia e Doy 6 ey 0508 8327 (e ggsind Aijall ol o L
1 5 el JSel) padd il gl axe (e lags Aagl ¥) i o] i) Aadll
Al ansY) @by Gl Mg ¢ 50855 Jatine 5 Lo (g5ini Y Lol z s ) sa%
Cile ganal) 028 adlse Ao Juins of W Ay cJans )aa Gile gana JSE o (335390 iiall

Al g el
J=27;) A8l -46E 5Ly (37 -MIcadall ) RMN-TH (sl ciuba oy 931 g (e

H-7 Ogig 0l it § =357 ppm die  yelai (0,8 Hz

nal) Z8lE pnpllital) (gosll i) LT ) Ul 82 S all Al Al aas ol e -
teh WS Sl Gligig p aysh e DA (e US4 (38 -MTIcashll) COSY (PH-'H) 4y -
Esl il (S - AW JSS e 5l ae H-7 J o e @ld daly Cinens

heloysn ;a1 H-9 gl 3LEY) 2 iy § = 3,05 ppm xie (J=8,7; 2,9 Hz)
5=401 xc (J=106;88;68Hz) AU~ Al - A8 IS e 5Ll ae 3l dady
de QS5 Ao gane sy o a5 3)A) o3gd A0Sl dalY) LH-11 (5igpall Cani ppm
“Sasne Ll dsag Ao JSH-9 0ygig ol (3= 8,7 Hz) il culd dad (5580 dea (e «C-11
a5 H-11055 0 B ansis H-O J o donsiy crany Las H-11 0555 0lls 0ol 138 G ()5
‘o dgs 53 11 (e)SIL Alaliall JauS g ael) de sana

S - A I e lalall gLy (U)) e (Kais COSY cada (PlA (e Wadla-
gl A (J=12,3;6,1Hz) §=2,04 ppm 5 (J=12,3;10,6 Hz) &=2,11ppm ic
dnghy Gaaw H-12 J gzl Culg ol ¢ H-11 i) ae legdllad ay P 0 H-12
e palall H-12 J Al 4t 3 §=2,11ppm e jalkll H-12 J (g ma

. 0=2,04 ppm
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cJu) Jaadll

LA
i

02
i

umnmg::xgzm:szz:::m .¥szm:m:mmu
s 3 Y e ST e ans - e s V..X

-
= I= -

A4

Y PRt SR e v

v e - ——————

|

—

H-7(dd,2,7: 0,8Hz)

—

| YR (]

§ freme memee

v . ppem]
(CD30D, 500 MHz) S2S yall RMN-1H ks :(37-111) aukall
CH;-19 \ | . —
e
: CH;-21 N e
| L
. H-12ax |
\ H-12eq 1
- = l 5!‘ T “Fu : i — \ i.l" . ‘r‘.‘:,‘; ‘;‘.}
s . 0L YL Y L W T L e W WY s Y -
T T T e

[0,20-2,60 ppm]Jiadl i (37-IIT) Cadall ;S
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cJu) Jaadll

[rel]

5

0.1

0.10

0.05

- 0.00

3.6362
3.6205

3.6

3.4

3.0 [ppm]

H-4ax

i i £
| ; ol
; i . . f 8
| | i o - |
} (H-2,H-1ax) i o 5 v, W i
! ; 1 ! ] b i ™
F - ‘ P .
j ‘ — - | - !
| | | | | ] |
1 \ 1 ‘ !
2 1 l (H-2 ,H-1leq) " 1 l t Lo
777777777 I I N | Ik e
i i 4 / i \ i
| | | - | - | e |
! 1 - A 2 y = !
& i ; - P o <« T ~ \‘- -l ad
. J e
| ; Y (H-9,H-11)
. i | |
-7 \ : ‘ } - (11‘-7.11-9) | i :
i, T =) T T — T T T T T
5 4 3 2 F2 [ppm]

(CD30D, 500 MHz) S2S 3l COSY (*H-'H) aula :(38-111) —aukall
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Aty DA (e e = 43,81 ppm e C-9 el maaty many (39-IIihll) HSQC ik -
H-9 pe dlles
e CHy-19 puase 2any meany C-9 (5)S) (40-IIIishall) HMBC ks DA (4

calael 19 Jiiall ciligigy candall Guis MA e Wila ¢ 8= 0,95 ppm s 8c= 25,45 ppm
ToseSl clisign ¥) 05 of Sar Y 30l S = 39,95 ppm die CHy e daaly (llas Llss
¢ On-1p=1,28 ppm, dd, J=12,8 ;11,0Hz ¢ dn.14= 2,49 ppm,dd,J=12,8;4,2 Hz)
8¢c= 53,63 ppm dic CH dcsens (518 oo (3llai balis 19 Jiall ligig g Liayl el LS
SosoSIY) 06 o oS Y osSI 13 (84=2,22 ppm , dd , J = 12,1 ; 4,0 Hz)
H-5 zsl5 b dad o) Ley 5 CHz 0o B)lie 58 C-4 (spySllE LS - AL H-5 daaaed ) Ly
33 Lae (ol 08a O (smersne G llin o it S 121 A H-4 53] e
H-5 051l B aas
.C-4 Sgisy 5 H5 op daualy Gllad Lalii cun 53 COSY cada DA (e 52850 il o8
H-do ) Cuws (J=13,2;2,5Hz) (td) Alb D6 U8 e §=1,65 ppm aie V)
Caws (J=132;2,9Hz) (dt) (D6 A& IS e 5= 1,60 ppm aie 4l 5 (sl

(A 5a¥) H-4B )
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opt/to] ;ml y“s i{?ﬂ-g H y-s -12 M
| | | ' o
] j‘ | | ‘ ‘ ] ,..,a' %9‘;‘,5
| ; e n@ @o 5
C-9 ! ! L] @
(112 i Y }u [ ] ™ <
3 e,
c3 _ wi. o B
S 43 ; — B - -
C-2 < i i .
cin el c-22 : . 2
: : 5 4 ‘ 3 ‘ 2 hlm-{
(CD30D, 500 MHz) S2 c_\S)Aﬂ HSQC k—ﬁ,}L :(39-111)&.'0:1}:3\
—— e ’"'jl""‘j"[ H-12
H-T—_ l\ \l
- J | J
= | _ . . N R SR 13-
- - " 2 B[
- e -~ e 2
_—3
{ | ¢ = - 3 tw - w [
. ~ + s
c-14 7§ T T
(H7.C-14) | (H-12,C-14) — 2
s
s
- —!

(CD30D, 500 MHz) S2 S )l HMBC i :(40-III) —adall
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FB-FH-F3 2 1 /opt/topspi ibrouar d i L f CH3-19 3
CH; ZI\H‘ /CH3 18
il 1 Il
1 | T LT L
MMM MR o VY UL T
o i ° ' g
I3 < @ h
e ° 0 . -
o ro
ie
[
C 1 0 0P : s
f N + - ép:; "
Cc9 ° _op &z o- @
2] = 0
C-1
(H-19,C-5)
C-17 ? y o . :
3 @, oc * o5 =) @ X
as 3. T e '
/1_] < % (H-21,C-22) i
C-22 (=] (/] 0 = o
2.5 v ' 210 ' ' ' 1.5 110 ' ' F2‘[ppm]

[0,5-2,8 ppm] Jlaal) & (40-TIT) Ciplall 53

o= e duely) 35L3) ae @l Ll jedayH-4 (55550 COSY(*H-'H) il DA (e Wil
H-3 59l i (5¢= 69,43 ppm ) 3,86 ppm

ve JauS g 08 Ao sane 35y (8 C-3 OS5 H-3 Osig ol 4kl dalY) Jiad

H-3 (sl (H5iml) o dunsis (Gosmall) H-doio Zalall gl Culh dad mawi LS ¢ C-3
cdaS s Huell desanal (o) Bty by

(dt) (D5 S <8 e 55l pe 3llad 3 H-3 o5iso) eday s AT dga (-

(H-2 (5559 5all Caa 35LEY) 028 3¢ = 69,77 ppm 58 =3,92 ppm e dt (J=11,2; 4,2 Hz)
H-15 0595l 108 o dsaly 3l ddady A e XS5 108

¢ C-2 xie Ao )0 Ao sena dsam (258 H-2 0535 ls C-2 0508l AiliasSl) Aa YY) Ao -
sy 4iag H-2 G5 nll (6osm) o dunsiy eand H-IB 5 H-2 (ysisoall sl culh dad Ll

C-2 JaS g0 Ac ganal (S siu))B
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b A ge Ao il 05V Aapeal) diay Al s 2 Gl sane EOB adge a3 5 V) s )

tshy (27-11) J<i)

dasial) A ) daaall : (27-111 ) JSA

Aaga) LS5 ael) Clesena ED e aand W Gy Spall Aglgl) Al Y Jpeasll -

RMN-2D axdl 45t GlbY) A e Lala 1aag

S Y 85,74 ppm die el S xe H-12 5 H-7 aigig ) Bllad blés (un HMBC b

(oS g5 Ao sane Jany 4l gitind A8basl aall) DA (e «C-14 ¢S Y 06 ¢

gyl JSim als Gl ((9me) o st 53 5RY) o2

.(considérations conformationnelles )

S 3 =0,77 ppm de Jfuad) Cligisy pe Bt bli jeday C-12 spSl (g)al dga (ge-

B amsi 5 2 Al (3¢ =19,72 ppm) 18 puasall M s dplal L) J<5 e el

zeend 18 Jinall cligig y ¢ (considérations biosynthétiques ) 4ujall (ggall sl bl

ey PR e (B =2,11 ppm, t, J=10,9 Hz) 8c = 51,41 ppm e C-17 naai Ageun Wl

bl 3 Bl

sie Aplal 3)L) pe 3llad balis 4eday C-17 o 2aadl HMBC <ighal 3ol anilly Ll -
asall () Qs Jie deseae Qligign oo Ble A (8¢ =21,82ppm) &= 1,10 ppm

= O30S Gl (e Wsena gl ) 5t L) Lgiali] dad SIS 5)LaY) 028 duaaa3 (21
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4dlal (g pie B arass 50 C-20 lgmnse JiaSo)am Ao sene dany Sl 138 4iay muSsa
-(considérations biosynthétiques ) &)all o3¢l (s &l_ﬂ:mj

Cras Apphal) Guding 388 JaS g yuel) Ao gana Ao YY) gou W i ol 53 -

5= 78,65 ppm xic CH desane (y51S pe 21 Jiinall ciligisy Gallad ddai A

sl 3¢ Alasl AalY) dad C-22 el ) s Al 83 028 (1 8=3,22 ppm )
(a5 0 e gana Jany by oo sl o
toe e s 82 Sl o) Clandl 538 ggana (e g

2B, 3B,11a, 140,20,22 hexahydroxy-5p-cholest-7-éne-6-one

gl Gl e llde) @lldy R JSi 53 C-20 sl 3S5all oli S Baw LS
L)

jlaey L Cum Adhe bl cluhall L)) Ulad a8 C-22 Sl e all JSml) apail W
Gaw Ajall oda ¢ (28 -IIT JS&l)) ajugasterone C <alday dajUas laliaagd Syl 138 ol
. [16 ] leuzea carthamoides 5 [15] serratula coronota. L (s lgliad

o Aamse S all Al Axpall iy R 2 hh 8 53 C-22 (5Kl Aigjall o2 b -

:(28-111) J<al)

26

Ajugastérone C :(28-1I1) JS&

(L7-TIT) 9 (16-TIT) Jshaall b digae dilud) illanal) § 5ama
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cJu) Jaadll

Lalall DEPT-135 J) il s RMN-1C (s3SI 353 3)5) 3iLeasl) Aa)3Y) o @ (16-111) Jgand)
& e

Bc 3 (ppm) DEPT 135
1 39,95 CH,
2 69,77 CH
3 69,43 CH
4 34,12 CH;
5 53,63 CH
6 207,57 C=0
7 123,58 CH
8 166,61 Cq
9 4381 CH
10 40,76 Cq
11 70,36 H-OH
12 44,63 CH,
13 52,65 Cq
14 85,74 Cq
15 32,67 CH,
16 22,38 CH,
17 51,41 CH
18 19,72 CHs
19 25,45 CH;s
20 78,82 Cq
21 21,82 CHj
22 78,65 CH
23 31,33 CH,
24 38,48 CH,
25 30,05 CH
26 24,24 CHj
27 23,59 CHjs
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sl 815l il g5l (il Cal 8 Eloasll Al o ¢ (17-1)J gl

.52 5l Aalall RMN-H

1H 3 (ppm) Jalsil) Anaaill J(Hz)
1-eq 2,49 1H dd (J = 12,8 ; 4,2 H2)
1-ax 1,28 1H dd (J=12,8;11,0 Hz)
2 3,92 OHP dt (3 =11,2; 4,2 Hz)
3 3,86 OHP q(J=3Hz)
4-ax 1,65 H td (J=13,2; 2,5 Hz)
4-eq 1,60 H dt (J=13,2; 2,9 Hz)
5 2,22 H dd (J=12,1; 4,0 Hz)
7 5,70 H dd (J =2,7;0,8 Hz)
9 3,05 H dd (J=8,7;2,9Hz)
11 4,01 H-OHa ddd (J=10,6; 8,8 ;6,8 Hz)
12-ax 2,11 H dd (J = 12,3 ; 10,6 Hz)
12-eq 2,04 H dd (J =12,3; 6,1 Hz)
15-a 1,88 H m
15-b 1,48 H m
16-a 1,85 H m
16-b 1,61 H m
17 2,31 H t (J = 10,9 Hz)
CHs-18 0,77 3H S
CHs-19 0,95 3H S
CHs-21 1,10 3H S
22 3,22° H,OH /
23 1,15 H m
23’ 1,47 H m
24 1,37 H /
24 1,15 H /
25 1,47 H /
CH3-26 0,80 3H d (J=6,5Hz)
CH3-27 0,81 3H d (J=6,5Hz)
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S1 el (g gl Cpual) -2-4-T11

i (41-IIcakhll) dsall TOF-HRESI-MS gy Jasall  S1caSyall 3B Cade e
ALl [M+Na]™ @l [CorHaO/Na 5 3 Qddleadl miz = 503,2974 xic Apall 4 oY)
) CyHuO7  Alasal) dapall ) g355 ) 5(m/z =503, 2985 CorHasO7Na I &y sundll
el b clilag dandie 52 Jals) 6 asms ) i druall s3a 480 Da Akl AL

- (S2 «S,dll)  ajugasterone C o LySE ilidazall 344

Elemental Composition Report Page 1
Multiple Mass Analysis: 13 mass(es) processed C H O
Tolerance = 5.0 PPM / DBE: min = 0.0, max = 50.0 27114497
Element prediction: Off
Number of isotope peaks used for |-FIT = 3
Monoisotopic Mass, Even Electron lons
2818 formulae) evaluated with 14 rosults within limits (all results (up 1o 1000) for each mass)
Elements Used
C:0-100 H: 0-180 ©O:0-20 Na: 0-1
Inaki ( 18-FO-FH-F4 ) 36 (1.291) Cm (36) EEEmm 2 TOF MS ES+
n 4.270+003
100 m 0032074 o
| SSppmam
* 519.2733
544 3253 s
{ p haad 663 4049
| 135 0038 210.0249 301 1435 365.1088 4132877 487.3247 ‘ 064 4655
IR s R Lt -~ SRR (A3 I U S ST WY Y S s ma
300 350 400 450 500 550 800 650
0.0
100.0 50.
mbDa reM Do IT Yormula
.4 i11. 10.3 a2 HE63 D€
2D ] 11. 24.0¢ cag e >
). 6 1. 8.5 4.4 1€ H56 N
1.8 11.9 7.0 38 H5S 04
1.3 ~2.4 4.5 0.7 i Han 1] Na
2.2 4.1 16. 21.1 H43 O3
2.4 -4 13, 25%.6 4 Ha2 o3 N
«4 1 . 278.1 3
0 10. 282, 1
a9 17. 73%.0
1 2 2.5 16 o
4 4 ol 17.8 27 3
1 3.6 ’1 : ; 2 <

(CD30D, 500 MHz) S1 Sl RMN-2C caa :( 41-111) aulall

DEPT905 DEPT135 iy sy ( 42-I1 Cadall) ST Spall (5o K1) Cida (pand —
QISy (45T Cadall) (g pll pasdalianall goqill (i)l Caday (4TI ¢43-11 Caglall)
Wl ow@s1l HMBC ¢ 47-1 HSQC 4611 COSY)  asdl dslill Gallay)
A V) Gl s o Gdlid) aag Y 43l iy LS ajugasterone C <albly daUas lgasen
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(19-I11 5 18-IT Jhaadl & Lisaall) zsl5ill Culsh ady Aibiasll Glal¥) ad DA o ¢ S pall
23 i (5580 Aga e ¢ ajugasterone CJl sl Culg adly Adkasll CilalY) ail 4l
S or3ed o olad) 5 (2-OH, 3-0H) 352 Gpnasall (LuSsoma e SO P oladl 3)aY)
Alaadl day¥) ligy SU Gc\)sl\ JSanll s pic g;i (ll-OH , 14-OH) 145 11 (praagall
¥ ka8 535 sall Al juell il ganall

AgsSl ALl 8 058 o oSey oSl e G DAY () s cldaadUal) o3 -
ciseSU (configuration absolue) )il Ji&ill A Jasallyy JGell Alaiall dua Al
.C-22 5C-20

& CCM dhauls sl Ry (uliad)) ol dad PIA (e adde oyl 5 DAY 138 -
A 5lue ST SHall Ry Al o o s ¢ (29 -ITJSAY) 4-6 Aty ¢y sina-aysh g slS allail
Syall Cpe dgdad Ji ST el 4iag 0,33 » ajugasterone CJ Ry 4wy ¢ 0,55
.ajugasterone C

= sl Aysly el DA (e Sl o DAY 138 asm e ST 3

+23°(c= 0,0026, MeOH) 5 S1 S all +18°(c=0,0026, MeOH) : 4l all culac) )

. ajugasterone C << ll

5.1cm

2.8cm

1.7 cm
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4alal) DEPT-135 JI zilins RMN-2C (5,8l 5,3 81530 2 5lasll Aal3Y) o ¢ (18-111) Jgaad)

S1 Syl
e 5 (ppm) DEPT 135
1 69,76 CH;
2 69,42 CH
3 34,11 CH
4 53,62 CH,
5 207,60 CH
6 123,57 C=0
7 166,62 CH
8 43,80 Cq
9 40,76 CH
10 70,36 Cq
11 44,63 H-OH
12 52,30 CH,
13 85,74 Cq
14 32,67 Cq
15 22,37 CH,
16 51,13 CH,
17 19,72 CH
18 25,45 CHs
19 78,82 CHs
20 21,82 Cq
21 39,94 CHjs
22 38,48 CH
23 30,05 CH,
24 24,24 CH,
25 23,59 CH
26 31,32 CHj
27 78,66 CHs
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S1 Syl dalall RMN-BC (g sugdl 53 3153 4ibuasll Zaly) o 1(19-T1T) Jgand

1H o (ppm) Jalsil) 4023l J(Hz)
1eq 2,48 1H dd (3=12,9; 4.3 H2)
1-ax 1,23 1H dd (J =12,9 :11,2 Hz)
2 3,92 OHB dt (3 =11,2 : 4,3 H2)
3 3,86 OHB q(J=3,0Hz)
4-ax 1,67 H td (J=13,5; 2,5 Hz)
4-eq 1,60 H dt (J =13,5 ; 3,5 H2)
5 2,24 H dd (J=12,9 ; 3,8 Hz)
7 5,70 H dd (J=2,8;0,8 Hz)
9 3,05 H dd (3=9,0; 2,9 H2)
11 4,01 H-OHa ddd (J=10,6 ; 8,8 ;6,8 Hz)
12-ax 2,09 H dd (3 =12,3; 10,6 H2)
12-eq 2,03 H dd (J=12,3;6,1 Hz)
15-a 1,86 H m
15-b 1,48 H m
16-a 1,88 H m
16-b 1,61 H m
17 2,34 H t (3 =11,2 Hz)
CH3-18 0,77 3H S
CHs-19 0,97 3H S
CHs-21 1,10 3H S
22 3,23° H /
23 1,17 H m
23’ 1,65 m
24 1,37 3 m
24° 1,15 H m
25 1.48 H /
CH3-26 0,81 3H d (J = 6,6 Hz)
CH3-27 0,83 3H d (J = 6,6 Hz)
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Résumeé

Ce travail est le bilan de deux études que nous avons menées sur deux plantes appartenant a la
famille Asteraceae, Centaurea solstitialis ssp. schouwii (DC.) Q. et S. et Serratula cichoracea.

Les travaux effectués sur Centaurea solstitialis ssp. schouwii (DC.) Q. et S. ont débuté par la
macération dans I’ethanol a 70% des parties aériennes récoltées en période de floraison de la région
de El Kala. Apreés filtration, concentration et dilution dans de I’eau distillée, la solution obtenue a
subi des affrontements a 1’éther de pétrole, le chloroforme, I’acétate d’éthyle et len-butanol
donnant les extraits correspondants. Les extraits CHCl;, EtOAcet n-BuOH ont été évalués pour
leur capacité antioxydante par les méthodes du piégeage de radical DPPH et la réduction du cuivre,
en utilisant le butylhydroxyanisole (BHA), le butylhydroxytoluene (BHT) et lea -
tocopherolcomme controles positifs. Les dosages des phénols et des flavonoides totaux des trois
extraits ont été également effectués. En matiére d’activité antioxydante, les résultats obtenus ont
montré que I’extrait acétate d’éthyle était le plus actif suivi avec un degré moindre par ’extrait n-
BuOH dans les deux méthodes. Ce pendant aucun des extraits n’a montré une activité aussi
importante que celle donnée par les antioxydants standards utilisés. Le dosage des phénols et des
flavonoides totaux a montré que ’extrait n-BuOH était le plus riche en ce type de composants,
suivi par I’extrait acétate d’éthyle.Ces résultats ont justifié le fractionnement des extraits AcOEt et
n-BuOH qui a été réalisé par chromatographie sur colonne de gel de silice 60. Les fractions
obtenues, purifiées par chromatographie sur plaques préparatives de gel de silice normale ont
mené a I’isolement et a la détermination structurale de 2 lactones sesquiterpéniques de type
guaianolide dont une nouvelle et que nous reportons pour la premiére fois dans la littérature, ainsi
gue 5 flavonoides glycosylés. Les élucidations structurales des composés isolés ont été réalisées
grace a l'analyse : des spectres de masse haute résolution en mode ESI positif [HRESI-MS(+)], des
résultats des séries spectrales UV-Vis, des spectres de RMN 1D (*H, *C et DEPT) et RMN 2D
(COSY, NOESY, HSQC and HMBC),des résultats de 1’hydrolyse acide des composés hétérosides
et enfin par la comparaison avec les données de la littérature.

Concernant 1’espéce Serratula cichoracea, les travaux effectués représentent la continuité d’une
étude que nous avons réalisée auparavant sur 1’extrait acétate d’éthyle obtenu par un protocole
similaire a celui indiqué plus haut pour Centaurea solstitialis ssp. schouwii (DC.) Q. et S. Aprés
fractionnement sur colonne de gel de silice de cet extrait, I’étude d’une des fractions obtenues a
permis I’isolement et la détermination structurale de deux ecdystéroides diastéréoisomeéres dont un
nouveau et que nous reportons pour la premiere fois dans la littérature.

Ces travaux ont fait I’objet de deux publications internationales.

Mots clés: Lactones sesquiterpéniques, Flavonoides, Ecdystéroides, Centaurea solstitialis ssp.

schouwii (DC.) Q. et S., Serratula cichoracea, Activité antioxydante.



Abstract

This work is the assessment of two studies which we conductedon two plants belonging to
Asteraceae family, Centaurea solstitialis ssp.schouwii (CD.) Q. et S. and Serratula cichoracea.

The works carried out on Centaurea solstitialis ssp. schouwii (CD.) Q. et S.began with

the maceration in 70% ethanol of the aerial parts collected in the flowering stage from the area of El
Kala. After filtration,concentration and dilution in distilled water,theremaining solution was
successively extracted with petroleum ether, CHCI;, EtOAcand n-BuOH to give the corresponding
extracts. The antioxidant abilities of CHCl;, EtOAc and n-BuOH extracts were assessed using DPPH
radical scavenging, and cupric ion reducing antioxidant capacity (CUPRAC).Butylhydroxyanisole
(BHA), Butylhydroxytoluene (BHT) and a —Tocopherol were used as controls. The total phenolic
and total flavonoid contents of the extracts were also determined. Concerning the antioxidant
activity, the EtOAc extract was the most active followed by the n-BuOH extract in the two methods.
However, none of the extracts exhibited higher activity than those of the antioxidant standards.

The n-BuOH extract had the highest phenolic and flavonoid contents followed by EtOAc extract.
These data allowed guiding the fractionation of EtOAc and n-BuOH extracts which was
carried out by chromatography on silica gel60column. The obtained fractions, purified
bychromatography on preparative normal silica gel plates led to the isolation of twosesquiterpene
lactones with guaianolide skeleton-type one of which was new, we describe it for the first time in
the literature. We also isolated 5 flavonoid glycosides. The structures of all the isolated compounds
were established by the analyses of: the high resolution mass spectra recorded in ESI positive mode
[HRESI-MS(+)], the results of UV-Vis spectral series , the 1D NMR (*H, **C and DEPT) and 2D
NMR (COSY, NOESY, HSQC and HMBC) spectra, the results of the acidic hydrolysis of the
glycosylated compoundsand finallywith comparison of their spectroscopic data with those reported
in the literature.

Concerning the species Serratula cichoracea, the carried out work represents continuity

of a study that we previously realized onthe ethyl acetate extract obtained by a protocol
similarto that indicated higher forCentaurea solstitialis ssp. schouwii (CD.) Q. et S., after
fractionation of this extract on silica gel column, the study of one of the obtained

fractionsallowed the isolation and the structural determination of two ecdysteroid diastereoisomers.

One of these two compounds was new, we reported it for the first time in the literature.

These works were the object of two international publications.

Key wods: Sesquiterpene lactones, Flavonoids, Ecdysteroids, Centaurea solstitialis ssp.

Schouwii (DC.) Q. etS., Serratula cichoracea, Antioxidant activity.
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