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2.1 A%arsnaxag
2.1.,1 Thin layér chromategraphy (TLC)

99 silica gel. 80 GF 909us¥n E,Merck, Darmstadt (Ju adsorbent

254
FwmsuimSun chromatoplates inoly silica gel 40 nsu madandu 80 ﬂu3 Lwdqﬁﬁ' -
Ju slurry  onldlu spreaden Hausulninaasun 0.25 s, coat UWLEHLAIZUIR

ar o 1R = voow w ) Y v
20 x 20 9. azlm chromatoplates 37au 6 uwaw Nal1luunsNngamipines  URIRS

walUauhosm gl 110° yJuiaan 4 du.. . wiulatdu desiecator L Ro& Mmsuldria TLC
gamg

-3 ,

liunﬂsﬁq TLC a:aquéqsiuﬁaﬁqazaquﬁmﬁgm spot vu chromatoplate
Aauviaan capillary U97in 3ATABIUAT IUT =AM 3 BRe. uASY spot waafuUszuam 1.5
du. fo spot uﬁquﬁaéu chromatoplate asldlu tank ﬁgnﬁqiﬁ%wﬁaﬁaulawaaﬁa
gz udssuam 150 dm3 system gossiarTIazanunlgfa ether : hexane 3 : 7
(Fmyrdruinuusunms) was’ BuOH : EtOH : H20 9 : 1 : 2 (dasnduiauusuins)
Uaou s e sanududulianlas dfuvasanneguun |1 2. | Falan plate sanann tank
WAlRus w2 plates 1Umsaaéauﬁqguéq UV #fmnupnandu 258/ nm. uFadifidas
az 1 fiuidu spot madle daz Sotfplate #1uUl40 tank 95 iodine Ussaaé uF L

#Asidnsazgn iodine vluifiuidu spot mne o Awwdas-dmna
2.1.2 Column chromatography

o ¥ > . - -

column AldiTuraonunigunndsliLdna LAURIANENRTY 4 i, g9 60 u.
vod o o = . - - o
Jdanugianie LSua L aneariudtugnandl clip dmsuidatds  1m5un column Teuld

aluminium oxide 90 @ silica gel 60 wasuS¥n E. Merck, Darmstadt vOu



adsorbent U$unm adsorbent ﬁiééaéqsﬁﬁbanﬂsuun;ﬁu 20 : 1 Teeimin noud

azussasiiRz’teiu column 1d&Faasluilane column u511éﬁaﬁqasaqua41ﬂ 2 1
3 @o9mlnNyn 2 column Aaw 9 14 adsorbent. avlUfinzioysuwnn soaula adsorbent
Tuamnsaasludn  1Oa clip AnsariazatuAay 9 luasanadiudagrfazanuwaRiifula

. ¢ o v - o o - )
adsorbent {4may ¢ LnANsAFDINIsUINRIlY a1 elute MM azaiudianid ¢ BN

4Ny

2.1.3 Preparative thin layer chrematography (PTLC)

silica gel 6O+GL aa9us¥n E. Merck, Darmst ddsorbent

254
\m§un chromatoplates o9l sd Lica gel 60 nsu LBl nduaeld 110 ﬂu3 Leen
igats  1nldlu Desagal spreader 54Q§b1ﬁ§ﬂaquwuq 0.75 -uu. coat VUEULND

2uin 20 x 20 U, 1ﬁ_chromatoplates 3 uau A9fs WS waﬂauﬁgmw@ﬁ 110°

Uszuam 1.5 - 2 9, waabfuly desicecator oldd msurin PTLC

o z ¥ o’ o dﬂl e =1 et

Yunisyin PTLC iy Azaqudassivsiariaazatofis ldwaoniuadfislanouanniu
) v - 4] W " o 1 N

VB0 ladBeaUanuviasn tUd R Tuaa ot L Anuay daisuladnsasuu chromatoplate

T Junnu 8nfdn  wRas-choomatoplate lulans a i 30 wun. WA lUl4 tank

= o y - ! a’ ot 9 J
F951 ether : hexane 37 : 7 (dasaaminelSuans) ussaay Hashriiazanudulugs
Beszeunmasnas  1a1 plate aanlurilvuny ¥ildssiadaunltvudr UV Aimlauon1aRu
a oo < . . P P g o
254 nm UF L @RI s Az dunnuiueds ga _silica gel myswnufivwadshneanas Wi

o ¥ &, .0 =
TJATaa qusiarT Rz R1uNengn

2.1.4 \AYosflowasdAmiiun
fawiazatufildlaun hexane (commercial grade bp. 64-66°), ether,
chloroform, methyl alcohol *18% fvan luldYtn reagent grade masifmnndu

ﬁauiﬁ

nﬁswqamwaauLwaaiﬁ Fisher Johns melting point apparatus



UV spectra JufnaauLASesfio Model 124 Double Beam'Grating Spectro-
photometer wa:z Recorder Model 56 wasusen Perkin-Elmer

IR spectra JufnaiuAfosfio Unicam Spectrophotometer Model 3P200B
229Us¥n Unicam Instrument Ltd. Cambridge

1H NMR spectra Uufin# 60 MHz mawinfosfio Spectrometer Model S-60T

o CD013 (TMS Ju

" internal standard) ua: D20 a9 LU W1 e dusnus s A1 dns LR zaRng

gp9use¥n Varian Associate Palo Alto favf@cajuflgfa CCL

3C proton noise decoupled|spectrum uas 13C-off—resonance
decoupled spectrum Uu@fn 22 .5 1Hz aauLpdosda Spectrometer Model CET-20
204US®n Varian Associate Palo/Alto azaiuansaouas i D20 A4 WUri s = inA
LANKAS A |
Mass spectra Juiinagu (Afasilo Micromass Model.E7070 éqiﬂﬁqﬁUSz
INALAMNA TN
nqsﬁtésqsﬁtﬂagtﬂhﬁsﬁg a4 lriM Australian Microanalytical Service

Us 2 LNABA LAIS L RY



2.2 npasafn (Extraction)

" -t v v
Afdamands zuaARRINUMALAsUAR: L3unR2y hexane uaz methyl alcohol
o w V¥ o & o & - o
pANFumIu LASoS soxhlet l¥iamiaddeATiasdszunm 1 fatu  nyaddnsRzaun

hd o g o < Py [¢] o~
Afela  Walds = vuniuLASos rotary evaporator ngmwgh 70 . aurwRadns

v

3 v . v ) - '
azaruUseuam 150 2w wa2TlUs = vy lnneud water bath azls crude annau

o o Y i~ -
AR 2T IR R LAINRT TP 9
Avfoadudmia  A3u crude

ar )
AU LURYIRE T NAUNONGU

X

U

AULINENTNEINS
RINNIUUNIININY



mﬂsqaﬁ 1

nsafmdnymanaanUs zu4n

‘methyl alcohol

ﬁ}wﬂnmanﬂssuaﬁ JSNIRs T IRzANY
am. (NN, ) Ws (n.) (Ans)
1.0 571.8 4.0
1.2 700.0 4.0
1.5 834.4 4.0
2.1 1,392.5 4.0

AULINENTNEINS
RINNIUUNIININY

wW. 157N (n.) LUa§L%u§
40.6 8.7
70.64 10.1
78.83 9.5
107.8 7.7




2.3 naswunans (Separation) waznasvindasiunutans (Purification)
- -~ \ pu 2 -~
Arswundnsarnaondszuan lavitnasnaaastdu 2 dau Ao daufafmnoy hexane

fudaufataniy methyl alcohol

2.3.1 asdwufidfanaey hexane

wendrsiiduonsen.Su fraction M4 4l XUEE column chromatography
99 silica gel 60 umz alumina AINANAT A LA Tu adsorbentfu%welute AuETT
REATUANT 9 135l hexane, ether : hexame Fandmsasdow 1 : 19,1 : 9, 1 : 7,
1 : 4,1 : 1 uaz 3 : 1(TauUsenns) | chloroform, acetone ua:z methyl alcohol
vfiu eluate foonun fractiom' a¢ 250 ﬂus uﬁéﬂsazaﬁuﬁlﬁuéaz fraction 1Un&u
Lot iazanu0on auudoadnslugt ansus saan 20 ﬂu3 «n%dlu conical flask 4
A1 Wienedn LY TLC sfagoudnsunaz fragtion walsauienlaifuman o uamnis

o
514N 2.1 uRx.2.2



mrsnefl 2.1 nAtsuundnsieu’ld silica gel column Léhuu"\éuﬁnaw 4 ou. silica

F19u 600 nsu pack lawia 70 . ¥ wuln crude hexane extracts

Ald = 30 nsu
[
i Eluent (Smsadiuingy FRIIU fraction 'quﬁ’n
i JSu By ) fraction &Rz Shumzans (nsa)
| 250 . > )
g hexane LN semisolid ufia ~ 5.89
ée‘cher:hexane 1 : 19 8 + 18 Uelfingos ; 6.71
gether:hexane 1:9 19 = 24 ufngUnanden aUwdwiug L vlas 1.41
‘ether:hexane 1 : 7 258 - 31 udngUt Fullon Wi eud i1 vias | 2.58
ether:hexane 1 : 4 32 - 37 Jutuf o 0.77
%ether:hexane 1 :1 38~ uh Walud L v ] 0.10
;;ether:hexane 3 :1 45-°--51 IR LR 0.04
i .
I chloroform 52 - 58 Wi s 0.51
acetone 60 - 64 Watufdwaa 1.33
methyl alcohol 65 - T4 Tutuddana - 0.33

!
{

58y T | 17.73
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Ansn<f 2.2 nisuundisieotld Alumina column Lé"usf'nf)uefnmq 4 ojy. Alumina

FTmau 480 nvu pack Tapna 44 .

o

16 nsw

anln crude hexane extracts

Eluent (dmsndauiny Fmau fraction W main
JSums) fraction ga= é’nwzéqi {nsu)
250 du3
hexane 'y S semisolid 5.22
ether:hexane 1 19 g F e ufngunanden Ul ss Lvlos 0.50
ether:hexane 1 9 18 =24 dahuSindos | 0.36
ether:hexane 1 : 7 29 5 31 ufnguL Jufen Ul shud 1 vlas 0.21
ether:hexane 1 : 4 32 -487 SENTEIE LR 0.30
ether:hexane 1 : 1 38 = uh dnudindos 0.17
ether:hexane 3 1 45 - 51 NI IRIE R 0.16
chloroform 52 - 58 WS maa 0.51
acetone 80 - o Wahddwna 0.15
methyl alcohol 65 - 74 T uhuSiimaa 0.15
PRty 74 7.73
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Wadns fractioh‘ﬁﬂq=qfhd%1nhﬁ7q{ﬁ'Zul.IUﬁﬂiﬁb$$n§ﬁ§ﬂ2~

n. hexane fraction

uqmsfhﬁ'q'm fraction €lurin cblumn chromatography 5nﬂ?4wd4fmu‘lrf
alumina tJu adsorbent ua3 elute ‘may hexane. uunifu fraction A9 tﬁuéqsa;mu
fraction az 50 .2;“3 az”ls?va-uﬁq‘lzfﬂﬂ mp.45° panu1lu fraction-2,3,4 sau

50 Qafnsh (% yield = 0.2 anndaufiaihsae hexane 30 n¥i)

u. ether:hexane 1:9 fraction

ynansflaann fracedon dlUanufnavais 4 ASY fay | hexaneazlaudnRen2
: o . . e )
gUnay mp. 80-81 wilh 2342 flafinsy (syield = 0.1 aandaufldinnay hexane 30

neu)

n. ether:hexane 1l:7 fraction

(2N Filics, /93
%‘70 =Tt
GERER R

135-137° wth 26.9 fadnsu (% yield = 0.1 aqnasuflataney hexane 30 nvw)

wrdnsfiaaan fraction dlusnufandy hex Ut Iufena mp.

2. ether:hexane ;]‘_:95,4 1 :;l_,-l:tl;,-l‘: 13LLa_'.~43:"-.1 ,fl;actiont _

saudatuiflnann fraction :waiether: }E:_;a.x}ei'gﬁ_z{ R 4§Ju§.t J'\g\:':dﬁu‘ L.yta
a1suuninuds PTLC ym silica gel band il RE 0.4 kether:he:;ane, 3 :7) Wil
afmmae methyl alcohol : chloroform 1:9 &miou 3'A%y 9 az 50 QI:JS 593’y
a::muf‘h.; YlUs 2 Lupull - water: bath = auund:  azladsiifingasmin 172.7'3‘3551‘17"34

(% yield =,0.6 ~aanasuflataeau. hexane 30, nsh)

2.3.2 é'\?é"zufféffﬂ;'zu methyl alcohol A
azanvdnsdauflawau 71 nsu sovfanadls 150 ‘2]3.13 Wadnsazatufl la Wadanae
" n-butyl alcohql Fmu 75 9]3.13 Vany ¥y aunszrfadasazanuludu n-butyl
alcohol 1ufif samansazaruduns |.Jmﬂaun‘qﬂér\"m‘lm"tJ'm"wﬁhn"\‘lru‘il%qﬁ\aflﬁﬁqsﬁu
anhydrous sodium sulfate nsa3 ua“’nh’lﬂ?::mu‘lﬁ;;ﬂ"aas‘lﬁ' crude win 12 - nsu

dudrsazaruludhunfddsa nsot Ualdsziveuunsla crude wih 49 nsy
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~ ~ LA ] 3 -~ &
19 methyl alcohol saumssaz 50 ¥Ju~ azatw crude aannfuimany |
n¥s aunszisdnsazany methyl alcohol 1A saNdnsazanufinsolansvng WU
N 3 2 vy .
sz 1vgUN water bathauiv@odnsazany 100 <u #efis 11 lvenuaniu desicecator dq

= Iﬂ
mafu vacuum pump 1wl manyiu Asazanuinasnn 1 Iugud indusugy Su s

a_ddw V¥ a g v
nyaeuaAnNle ’9NAnvaiy 9 AS9A2y methyl alcohol

dau crude fluazanuiu methyl alcohold UlWazatuludndu nsosuasss

<

vouo v o Y v o 1 ' v
vugluuna e crude fazanwya 29.7 nsi wRHAMUN LuRaNluazanulusTiazanule o

tay 1.5 nfu
FmsunAnilaanndqsfizady methyl alcohol delsusand wqluanu@inuany
nfasall azanundnaqw methyl Aleghol guuw water bath Aoy @ LB methyl alcohol

= o : 2 g o < v
AUNANR RN UULANDE vnoanaan water: bath! f4R4lvwL &1 nsa4 Wadrsazaquldannsasla

Mal, Bas

yULPIN € W NsE

N J U&la ’0 IJ ) 1] ~ 1
a4tudnsazaiulannsaslanan ﬂwﬂqsﬁuuauns=ﬁ41uLﬂﬂmxnaugu‘LﬁaLﬁu ether maludn
2 - - Y e o (N . . v, v v v oL . .
150u o auitfiandEngd s INRe09 BaNiadnag asesnann o TlWouvune tandnuszune 1 neu

O - - g ; . .. )
mp. 236-238" (% yield, = 1.4 aandaufladanan methyl alcohol|71 nsii)

Jéguﬁumaunﬂséﬁmua:anuunéﬁslﬁuaﬂql5ﬁu scheme # 1



“~N -
scheme # 1 nasafauaznaswundnsaninaanUs zosn

Flowers of Aglaia odorata: . Lour.

\Lhexane extraction

v

hexane solution " Marc
&evaporate to dryness ‘ . MeOH extraction
\L column chroma#@epabiry’ & | '\ MeOH solution P}/arc

compound mp. 45°
P P evaporate to drymess -

" _a1° / , .
. mp. 80-81 ' ladd;wa‘cer

' o
n - \
mp. 135-137 Aqueous solution

" oil o _
n-BuOH extraction
Aqueous solution . n-BuOH solution
ievaporate to dryness
\Ldissolve in MeOH and filter
Compound mp. 236-238° (| Residue

ladd water and filter

v

Agueous solution insoluble material

\L evaporate to dryness. |

dark syrup
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2.4 pasesIdnunrzeaddnshivunoaanla
2.4.1 AdBnaeniuann

n. &ans mp,us° azaulaale hexane, ether ua:z chloroform W lad
azanulu acetone war methyl alcohol Rf = 0.48 (ether : hexane 3 : 7 1ow

(cm‘l) 2900,

Ussnns) Mol.wt. = 6n (us. i ML m/e gn)s IR W v Nolot

2800(CH,, CH,), 1480, 1380.(CH,) deraneipd s iijol maugud 1 win 16 TH NMR

2
spectrum §(cDC1,) 0.9 (b.t., CH,), 1.4 (S57CH) RANgUR ‘2 vun 16

- O ~. . '
2. &15 mp 80-81 a=asulmhlu hexane, ether, chloroform luResRY
14 acetone waz methylialcohol IﬁﬁSq@ﬂuLﬁuaaﬁﬂssn@uuanaﬂn C, Huaz O

Mol. wt. = 382 (MS Wil # m/e¢ 382)3 IR v V. iﬁi

(cm'l) 3280(0H), 2900
2800 (CH3, CH2), 146Q(CH2), 1050(C-0J), 710(CH2) mqugﬂﬁ.S wua 173 “HNMR'.
spectrum .61(CDCL,) 0.9(B, GH,), £.3(ss ~CHyn)s 3.6(b, CH,-0) msgufl 4

ywq 17

A. &1% mp. 135-237° ‘azaqulesile hexane, ether, chloroform,
acetone, methyl alcohol Trazanuii nansuaaiy Liebgrmann Burchard reagent

Rf = 0.3 (ether:hexane 3 : 7 TauUSuass) Mol.wt. = Lih (MS W M+ A m/e

yi4); IR W v ﬁgz(ém"1)~' 3u40(0H), 2980(CH,), 2240(CH,), 1660-1560

(c=c), 1450(CH2), 1370(c-C), 1050, 1020(C—O), 950(R CH=CH R), 790(R2C=

CHR) masigufh 5 wmin 18, H NMR spéctrum 3?(cnc13) 0.7-2.8/(c, CH, CH,,

CHy), 3.5(b, OH), '5.3(b, -HC=CH) ANgUR 6 viin! 18

4. vfuhs azanuladlu ether, chloroform ua:z methyl alcohol Isuazany

9w hexane, acetone Rf = 0.4 (ether:hexane 3 : 7 TawUSunmy) Mol.wt = 392
g . .

200Y. TR ’]q: Ny : { ~Am
STL/y N BNV ESHH

max

(mMe 9.y mt m/
AR ors: Al 1Y

Y annn/( Ny
T/ J SUlUlUv=v

v o aXx

oSu

(CH,, CH,), 1750(C=0), 1600, 1580, 1460(C=(, aromatic), 1280(b, C-C),
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~ 1
1110(C-0), 1060(C-0) mﬂugﬂﬁ 7 vun 193 H.NMR. spectrum § (CDClS) 1.0(c,

CH.), 4.3(s, CH2), . u4(s, CH2), 7:7(m, CH wa<

CH3, CH2), 1.5(c, CH3, o

aromatic) mangudl 8 win 19

a. &1y mp. 236-238° azaqulﬁﬁiu-methyl alcohol';bu.llﬂazaquiu

' non-polar soivent WonddnsR=ay KMnog-uﬁiﬁ negative test fu reagent nalu
#f bromine watebv Benedict's sdlution alkaloid reagents, ceric nitrate‘
Rf = 0.2 (BuOH:EtOH:H,0 9:1:2 Tmuﬂ%quS); [dJ' = -68. 5(5 607 g/éﬁawater);
Mol.wt. 145 MS w Mt A mieTus ua-u peak 5uﬂéqﬁmﬂ m/e 146(6), 101(16),
100(100), 82(68), 57(6) k(4004 42(28), 4i(4), 32(6), 28(44) mruyUft 9
v 203 IR i \5'_ fﬁBr(cni'l) | 8250(0H) " 3040(CHy,), 2980, 2970(CH,), 1640
(C 0), 1460, 1440(CH —N), 1400, 1370(CH ). 1080(C-0) mﬂugﬂﬁ 10 viun 203
‘;H NMR.spectrum{J 6(D20) 1.8—2.5(m,‘CH2),Z3.0(s, CHS)’ 3.1(t, —CH-),
3.7(m, —éH—O), 4.2(m, —éHFO) mqugﬂﬁ 120wun 21 13C'pr<‘>ton noise decoupled
spéctrum waz off—resonancefdecouplgd,§pectfum?ﬁ§(D20) 40.8(t, CH2-5),

| |
45.7(q, CH,-N), 65.2(t, -CH —N), 72. O(d -CH-0), 72.6(d, -CH-0, 175 3

3
g N)  sugud 12_Masz 13 vnin 22 nﬁsﬁtﬂ7ﬁ~w5ﬁﬂwuqqﬂ C = 4 %

H =7.72% N = 9.42 %
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sUA 1R specirum 293875 mp- 452
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RERE NG B
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T ! H hd*] 4
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sUNn ¢ H NMKRU ".Lu) spectrum ga4ans mp. 45
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gﬂﬁ"'\ 5 IR spectrum wasans mp. 135-137
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quil 6 1H 'NMR_-:(CDClS) spectrum 99481y
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1300
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1500
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IR "spectrum 2avdas

sUR 7
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Wi

H NMR(CDCls) spectrum. 9a<any
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[ M . - ~n©
MMR (D, 0) soectrum wgsdnsy mp. 236-238
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“40.8
u5.7
65.2
72.0
72:6

175.3
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—TT T T T @ @ B e @ty e T T T T T T T

gUA 11 13C proton-noise decoupled (D20) spectrum ¥a4ans mp.236—238o

!
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FuUn 12 13C off-resonance decoupled (DQO) spectrum g9a94ans mp. 236-238
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.;Uﬁ 13 'MS spectrum wasdlsy mp. 236-238%



	บทที่ 2 การทดลอง
	2.1 วิธีการทดลอง
	2.2 การสกัด
	2.3 การแยกสาร
	2.4 การตรวจลักษณะของสารที่แยกออกได้


