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ABSTRACT

This research describes to synthesis of 3,4-dihydropyrimidinone derivative using
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1
aaa

M dwenineauaznanlalnsaassn indaselfizen Gegninunulugaed 1893

2AIRNLARYINBANA AINTAIN Pietro Biginell LAANFAININT 3

A Yy ‘ ? /u acid Cat, EtOH, reflux [ ]
[ J/ + : + - > ‘ I
. HsC OCH,CH;  HoN NH2 Il

~F H4CH,CO™~ [ “NH

1 2 3 3,4-dihydropyrimidinone
4X=0
5X=5S

At 3 nsRaaseiU§iselusua’ (Biginelli reaction)



¥
s a [ %

ﬂum@umsmLﬂsflwﬂgﬂsmfumuammumwm HONU

e

T
+
%O
|
T
)
o
v
-

NH

H,N’ NH;

Lz

Intermediate Iminium ion

1
=

wpaudl 1 UfA%eninn19AIuuEn (Condensation) ¥ndnaiundaf (86 (benzaldehyde)

=2¢e

[ aaa %

flugi3e (Urea) Inatuwdad agnluslamadasnsauazidnvinuffizendooiadin (NH,)

a @ o o/ s . .. . . .
AU 19HEEUAS (iminium ion intermediate)

H.CH.CO NH

® ; ©
—0 CHs

X v Z

enol form iminium ion intermediate

Tunauil 2 wfinardlnaz@iam (ethyl acetoacetate) gnluslammdaansavintiag tuguues

aaa o/

enol form @evinntinfitduiianala (Wa (nuceophie) ¥1vinUfAzantuansdsduns

d v

(iminium ion intermediate) Avinniniindidnlns W4 (electrophile) Taaifinrnuufizen

A9Fingieflaadla(Md (nucleophile addition)



e

=

um@uw 3

v

H3CH,CO

cyclic intermediate

fupauil 3 finUfAzennnstaaslaaiaiu (NH,) Wnvinugisenduaiiueiia (carbonyl)

Aaduansdsiuns (cyclic intermediate)

e

AunaR 4
B
=
° Dehydration it
H,0 g P
H.CH,CO ®‘) NH H;C (o) | NH
HH7O> /K /k
e N N0 me” N7 o
H

Tupauil 4 \inUifsen1arindnu (dehydration) (Fannananansio

5-(Ethoxycarbonyl)

-4-(phenyl)-6-methyl-3,4-dihydropyriminidin-2(1H)-one



v
nalnnsifiaUfzelufusfuuuauiia smrsassiininin

H.CH,CO NH

CH,

HyC o} NH

=

' ¥
A 4 nalnnisiiau§isenlufuwafuuuaadia (Classical Biginelli reaction)

¥
2.2.1 FaFuaaslfizeluiuaRuuuaaia’®

—_

a1z sy izenfiguusadissennsaisjAseniiide nsaun

I'$

. Waanlunnadamsnesifiung

%

2
3. fnslddavinazaneduyvasaaduiusdafunndan
4. (F5asaraaan1snAnsusivisn



2.2.2 wuInmsnmRU§Ase1luiiuad (Biginelli reaction)
1. Wenl¥aniaefiEunisvin§izend liguus

ARTZYZIIANT I IWN1TRILATIZA

a A '

AANTE AN Az aEBNESTina AR uAa R uIARaN

g

WUV NN RILAT IR TN AN S DAL UBINTTNRAST T (51

A 0w

2.3 91438 Nu989

A. Kuraitheerthakumaran, S. Pazhamalai k& M. Gopalakrishnan TH9ne91m91015

aana

IANUSERYIBNINNNTRUATIZATT 3.4 (e (a5 WS AR ulaa T 10%mol lanthanum oxide

1%

HindaiseUffsenenansidin 3 afialdun (10 Aadlna) dan (a4, (10 Aadlua)

o/

nfian8lans@ian uay (15 Aadlua) gide/lsley e Tnalifdavinazaranialiinng

aneFedlulagian (320 W) 7 20 - 60 Aundl (H5auaznanfnagil 90 - 98%

L4
=3

dl = =Y o aaa a a 1 a ] s 4 cadaddy A
LN@L‘U‘j?_l‘]_lL‘V]El‘l_lﬂ‘i_lﬂ{]ﬂﬁle’]\fll@l,u@ﬂLL‘LI‘LI@NL@N FNBN1TRLATITINIHRT AN aNaUTEN1g

2 9
a [ o/ o

=} 4 til Adl U o/ (Ail dl !
a5 fmaam:mmqua, L'Jﬂ’]’l’l?"h’éiuﬂq’iﬂﬁLﬂ’i’?i‘lflVINHLL@Z?IHW@HWT?VI’I\?’]HVI@'Z\]ﬂ\?‘VN’TT:I

o/

g Y o . { & A o A (%
UANIINAEITBAAKBINU Green Synthesis LaznTzuIunIgMdudaanudLInfaN
§ 1o @) ¥ &Y o o
iasann laniugast¥davinazaia”

Y.LN Murthy, Abdul Rajack wa Kanithi Yuvaraj (65181497 N, 0-bis trimethylslyl

@ o

acetamide (BSA) way dicyclohexyl carbodimide (DCC) LﬂumﬁLidﬁg‘jﬁ%ﬂﬁuﬂﬁﬁ%ﬂﬂ

TuAmad Taal¥ 10% mol wpesinselfAsenlaedainsazsiuuy micowave synthesis

14 ! !
= A

#1100 °C \fluan 3-4 #alus (HinuaznandniifduEes ¢ Wefsuiunisdunsisi

wuulHfsaissfAsentinantunnsdanszsifium (24 Falue) uilFspaasnananiites
20 - 30%®

aaa

Pankaj Attri TE1indsz@nsniniunisdainsied 3.4-(alalasindaslun
Toafidaid9uUffsen Aa Trethylammonum ocetate B9fansUssnaudeil
Sasilas (1 Aadlua), s9Usznouddin-lnansusiia (1 Radlna), gi5e (1.6 Aadlua) uaz
TEAA (2.5 Aadans) uaznanliazidan 45 wndt 7 70 °C uazlfSpaaznananit 90% lae
anzsnrensavinazany, Wuinstudaandenssfiuiiuge warinisdonsngiuuy

i azaal


https://www.sciencedirect.com/science/article/pii/S1878535211001572#!
https://www.sciencedirect.com/science/article/pii/S1878535211001572#!
https://www.sciencedirect.com/science/article/pii/S1878535211001572#!
https://www.sciencedirect.com/science/article/pii/S1878535212001141#!
https://www.sciencedirect.com/science/article/pii/S1878535212001141#!
https://www.sciencedirect.com/science/article/pii/S1878535212001141#!
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Leila Moradi W&z Maryam Tadayon (#AnEAa15U52nay 3,4- (A lglas InRA T

7lEd1590 A58 8% Fes0,@meglumine (0.5 N¥n199 Fes0, gniiinln 1.0 n¥u
. S @ o aaa. A & 1 & o P

4 meglumine) Batiludasedfiizeiiduzeuds uazidun1589ms1eiuuy green one pot

multicomponent synthesis baa T%n15&9LA512 UL microwave synthesis (400 w, 80 °C)

THaanTunnsdaimsnzifiau (40 - 200s) Rantazlunisdansnziiildguuss

uazlFEasazNanAnTf (90 — 98%)°

2.4 NTBRNGVENNLANLINEN
an5auius 3,4-(nlalas WsRA lun faaudridnetnonnn nefiundainegn
= %3 dl ¥ % 4 . [ 1'% a
Tagfinnssnunfivainnang Bun gaulsanzt5y (anticancer), mu‘f‘mmwmu‘fwmp
(antihypertensive agent) wananiatsdsznoulunguildouansgniniedanan
A o v A A . . @ = . . ..
Avarnuany (Fud drunuaiiEe (antibacterial), AMUNIR1L3¢ (antimalarial activity),

11 5muT5A (antitubercular activity), $1ula5adniaud (antihepatitic B virus agents),

e

a/ a

gisfudahimerlad (Anti-HIV) wazfinuidaqAunas (antimicrobial activity)

< @ .
2.4.1 qwﬁﬁﬂuiiﬂumq (anticancer)!™

1
a a

a19oRNusey UHASe1uaAaR (Biginelli reaction) tnansUsznaufifuwaliix
o o o & v o = &
A5Un195nE1lANzI39Es monastrol (5)T®’i‘1_lm’iﬁ‘mmmﬂﬂq¢1 1BN9INYE monastrol
THgnWmuinisaanuuueisnuilananziSeaiinlne Piperastrol (6) Fvan1sadus
nisedgfivlaveviraduziielifogrefusza@nsainuar IAvmunU g9

I‘ o A A A a Gf £ =
AINNIWNNWNLAN LW@LWNﬂiZﬁWﬁﬂqW uﬂﬁ‘jfﬂfﬂﬂi]‘V]ﬁ‘V]N%Qﬂ’]W

~, OH 9.--\\
/"“‘:‘:'(:/ I\ O
1 N
0 -T S
~
A ,/lL- P ?
HiC” 07 ™y TNH L
EtO" NH
He™ N g I
3 .
H N ‘bs
(5) (6)

= 2 a o od S @ .
ATNN B Tﬂix‘iﬂ‘i"lx‘i‘l’l"l\‘lLﬂN‘ll'ax‘m‘léW%ﬁ‘l’lﬂﬂﬂi]‘l’lﬁﬁ"luiiﬂﬂmix‘i (anticancer)

aa9a1sUsznay (5-6)1""


https://www.sciencedirect.com/science/article/pii/S1319610317300856#!
https://www.sciencedirect.com/science/article/pii/S1319610317300856#!

1

¥
o

a19U5nou 7-14 [H5un1seBunadnfuss@ndainanniigalunisdudaerdy

IBARNLSUHIN SK-BR-3

OMe

Ri=Xi, Ry =24(7)

0 R
0
R1:X2,R2=Z1(8)
BnOD NH o
| N #
/K | Ry = X5, Ry = Z; (9)
N (o] OMe
o N
k/VY\ R1:X4,R2=Z1(1O)
N o
\R..
5 ’ Ri=Xs, Ry =2 (11)
(7_14) R1 X6 . RQ = ZQ (12)
Xq = | =y Xp = \,_3 X3 = > ] Ri=Xs, Ry = Z5(13)
" No, Ri=Xs, Ry =2,(14)
5 ~ Ny
x4 - r < xs - I -y

= 2 a v od Lo @ .
AINN 6 Tﬂix‘lﬂi”l\‘m”l\‘lLﬂN‘ll?J\?@‘lglwuﬁVI@ﬂﬂE]VIﬁﬁl’mT‘sﬂ&l:ﬁh\‘l (anticancer)

apsRsUsznay (7-14)1"

2.4.2 quEa finuaausulafia (Antihypertensive agents)!™

a131U32n8U Nifedipine (15) wazayiuszaslnlalns(WaaaTuw AlHvianns

2
o =R

NILATI2RTULEN §1T 7 (15)-(16) WUQ’]N’]‘jTHﬂ@Nuﬂﬂﬂi‘IW% mmwmﬂawm

(Antihypertensive agents)



O,N ! FsC

MeO, CO,Me f-F'fC’zcl L
c
(L, s
Me I
H
Nifedipine
(15) (16)

a 2 a o ea o v a
AINN 7 Tﬂi\‘iﬂi"lﬂ?’n\‘]Lﬂ}l"ﬂﬂ\‘]ﬂ‘i}}wuﬁﬂ@ﬂﬂﬂﬂﬁﬁquﬂqqﬂﬂuTﬂViW

(Antihypertensive agents)!™

o

2.4.3 gyisfiukuaiit3e (antibacterial)t'™
a1Usznay 17-18 Usznaudsangs lasuazngasdu fuwliinlunisfimige
wumARaYRa Escherichia coli, Klebsiella pneumonia, Pseudomonas aeruginosa,

Salmonellatyphi Wwag Staphylococcus aureus

0O
S 8.
O NH
| N0
N0 ;

H R = NO,, F

(17) (18)

e 2 a

a it 8 Tassadromanfizaseynusiaangnsfituwuaiise (Antibacterial)'™
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2.4.4 gVIsGHIUNIRSY (antimalarial activity) ™

o/

ayug Pyrimidinone-amides 484 DHPMs @15 (19-21) Liuayiusfinangns

Fudenisednfivinseade P fodparum Tuszasisegluaadidndon

AL NAUSLANTNIN
NO,
| I .
) C N
I | |
Y~ "0 Ny "NH >
L | ] (19)
HyC N "0 (o) I
" . N -
If N
) Lo
R
| Z
D s
= -~
R ) | (20
(/i‘: o7 N NH NH ’/A\“[
[’ J I' . ,/l ) CH
N e NS T2 SRS !
I\\/ NN 'N\/ ~
\r
Q
NO.
- S
o] l =
H.—-.C/\O')J\/['NH o (21)
I L oK
HC™ N7 7O T
/N =~
Ve O
N ,J =
N

A o a o g <o a
AINN 9 Tﬂ‘iﬁﬂ‘iﬁl\iﬂqﬂLﬂNﬂﬂﬂﬂHW”ﬁﬂﬂ@ﬂqmﬁunﬂq@qL‘sﬂ

(Antimalarial activity)[M]
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{o ¥ o =
2.4.5 qusdinualasmenlad (Anti-HIV)"™
§19U9vney 22-23 aRWNEa191 9¥n8y Batzelladine A uara1slsznay

Batzelladine B 989 DHPMs 7il#annundssssugfintanzia funalintunisesngnd

frudaldaenled (Anti-HIV) Sseyiusmaniazildminlanamdaedudenis@onse

98989 HIV gp-120 TUSamad CD4

Batzeliadine A (22)

Batzeliadine B (23)

¥

a it 10 Tassadromanfizaseynusieangnsfinudaismanlasd (Anti-HIV)"™
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2.5 ZRnaa/danaulnaanias (Sio,)"™

#aniaa vide danenlnasn(ad (Si0,) A FAnIgUnTfiduasziEnlugaag
ganeulnenn (e (Si0,) grinanldalomilunansdou 17 Wiinasgaduncut
Wi ndounanamatsinfiafinaonuuiuss Waanlbuniasdierafoantsefioiia
waeTfuanssagulunisyiniAnme Wk

aanaa gnAunuassusniud a.a. 1864 Tag Thomas Graham gnyaxnT#ifin

=K v

mﬁ@meﬁuﬁwﬁﬁuﬁﬁﬂmﬂ FaNUT A.F. 1919 Patrick A9AUNUATNNSHARZAN LS

v
a 4

FapsanFanlufendang suinsgnisnan uBemndisdfausiimn

fanaa fanvoiiureaasaduedanifiseiudulaseineum 3 85 Afgngw

a

FAUIUNIN FaAinarnnisindines(sfuaensndazn ﬁqmﬁqfﬁﬁ@ xSi0y°yH,0

@

Trg@annaafidauninaulaia

q

= a = zil ! 4 = !
ANTBHUIILALNRYITSHINNBUNTALRD Y LTHNIT

a g [ ! a
FANNIUADS FIHAMHUDTIEENTT BRANIEA

2.5.1 suuuu@ant’”

1. @ANIWAN (Crystalline Silica)
| a Py [P= v A v ' A Py oA
LﬂJH‘%ﬂﬂWWWUT‘H;ﬁULLUUﬁuLL‘j Nﬂ']ﬁ@ﬂLcjﬁ\ﬁT’]zmﬂﬂﬁfﬂﬂiﬂiﬂchq@ﬂﬁq\iﬂcngUﬁU LRSABLHBN

feusaidussuunaniuduauntaliausulng & 3 Ttuuy

U

a v

- aeded (Quartz) inguiinusnniige gomgfiafiestissndn 870 svraa s

'
a a a

- Rl (Tridymite) goungRiaties?l 870-1,470 asriwaidua

]
- palaualasi (Cristobalite) gasmgRiafissi 1470 a9 oaLBd LALHADNINGY
Ao 1,713 asreaidea
2. BAN1BAUFIH (Amorphous silica)
fiuBanafiAnanaefidaa (biogenic silica) WA AINITOFILATIZATWTE Hanw e
rapouds A5UTHwinen Bidlundn finnsdnBenznannialulaseadnebifivsatay
a19agugiaaslaimsn (Hydrate) 938 upulansn (Anhydrate) fnsenanagUuuy 1w
siloxane (~Si-0-Si-), silonol (-Si-O-H-), silane (=Si-H), Organic silicon (-Si-O-R %13

-Si-C-R)
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2.5.2 AuaNUAzasddnIast’®

=

sa @) =2 | @) [ A A [P =
gannans undn difviednoesudednng Winau ifss fqanasuimand
1,710 °C uazflmnnudasdnmizszanm 2.0 - 2.6 azaaluivseazanslddasnin
santhbiazanslunsm sniunsnlglaswgesdn (HF) wianunsaazansudne (i uaziile
avanpazlfansUsyneudfinaueseineii wu Indusdane
ganaa uresuivedugiundafigusnsdenisnanfifigngu AAufRg
(specific surface area) UgzH1e4 300 - 1000 FITIILHNAT/NSTH ?Jmm%mw'fmquﬁﬂmq
ad L& v & = a = & ]
1 - 100 wiluinms Jaousifufionudsandadunsazdan nelufigngu 2undeus
5 A - 3000 A F98199AULNIWIAYBIFNIUIINNTELIUNTTHAN TR 2 Usziny e
a aa @ ope a =
1. @Anaaifignguan (narow pore siica gels) fawnvasslaainis
gz 20 A’

2. BANUIANTINUATN (wide pore silica gels) Haunzaagiafg 110 A

FRBANINNIN

2.5.3 Uszlpmigani’”
1. AN

@) o/ a o o

- @anuiuinghuamsuiivdounantuiannessng

9q
2. BAN1BRUFIU (Amorphous Silica)
- WilwesAdsznausselfiten
- WidussfnaNuioless wazANruHRTUNARST 819 Waein
uaslwames udu
v @ QI =K a a o/ 4
- Wiuasinussadialunanioginag
v @ = dl ] 4 dl
- Wiuasanussdmniansendinsaesuioiuaauans aaanan
- WiuasiinaurilaunAndosiianeefia 1wl 9150 ninAnd &
dl o [ v
§1 UAZLASBIAIDY tEu
- Wduansaiadieasyin e lavanfunan it ulE s
LNAUNIEL

- Wiumnstlasiunigifin W



Tiwansusuaniniiuin i g ouasReeunn
v @ A

Tiwansiinaamuw

Tinansgaaansam

v @ a |
Wiuasidinuss
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uni 3

FENI5ARRIW

3.1 #15.AH LATBINE Lm:qUﬂsiﬁ

3.1.1  ®19eAl

1. 9138 (Urea) ga3luiana NH,CONH, (AR grade, Ajax Finechem)

2. efiaer@lnasiem (Ethyl acetoacetate) qm‘ﬂm@q@ CeH1003 (AR grade,
Merck, Germany)

3. wndad (86 (Benzaldehyde) gmsluiana cgHsCHO (AR grade, LOBA Chemie)

4. BANIUAR (Absolute ethanol) qmﬁfmmq@ CoHsOH (AR grade, QRéC,
New Zealand)

5. 4-lusluundas (#6 (4-Bromobenzaldehyde) qmﬁfumq@ BrH,CsCHO
(AR grade, Sigma-Aldrich)

6. 4-maplalundan (86 (4-Chlorobenzaldehyde) gmsluiana CICsH,CHO
(AR grade, Sigma-Aldrich)

7. 4-lpufiasfluundaf (86 (4-Dimethylaminobenzaldehyde) qmﬁfumq@
CoHsNO (AR grade, MERCK, Germany)

8. 4-(ulpsiundas (a6 (4-Nitrobenzaldehyde) qmﬁfumq@ C;HsNO3 (AR grade,
MERCK, Germany)

9. 4A-wTianBiundaf (86 (4-Methoxybenaldehyde) gmslana CaHgO,
(AR grade, MERCK, Germany)

10. 4-lamsmn@iundan (a6 (4-Hydroxybenzaldehyde) g5 tuiana HOCH,CHO
(AR grade, Sigma-Aldrich)



3.1.2

NI

© ® N o O

11.
12.
13.
14.
15.
16.
17.

18.

aunsl

WASWHIMAN (Magnetic Bar) aum 0.5 tufilams
U1nAY (Forceps)

ns¥ATENTaY (Filter paper) 8% Whatman 1wa$ 1
#AUANE1T (Spatula)

weslufwes (Thermometer)

fninad (Beaker)

29yiNUfAiFe7 (Vial reactor)

NABAVYANIT (Dropper)

o

fi9uAauULANLEaS (Condenser Clamp) LAy Aagaa1ay (Clamp holder)

. 91619 (Stand)

WYNLAIANAIS (Stirring rod)
N9¥aNUIANT (Watch glass)
AANIBIFEY YA (Buchner Funnel)
W5 TNAN (Parafilm)
FumsEsnan (Pastle & Mortar)
wasARTaTa (Capillary tube)

A1 (Cotton)

praiiHeNneaad (Aluminium Fol)

19
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3.1.3 Asasile
1. Lﬂ%;’mwmL%ﬁﬁﬁﬁuﬁi/\lﬂ%ﬂ@quL‘iﬂﬂLﬂﬂT@]‘jﬁLmﬂ‘g (Fourier Transform Infrared
Spectrometer FT-IR spectrometer) @I‘i}”‘ifﬂ Nicolet ‘g'u FT-IR 6700
2. Lm‘%’mm@gmmmmm (Buchi Melting Point B-540, Switzerland)
3. ABetINHmATEN 4 fuvie (Analytical balance)
§i%%e METTLER TOLEDO 4w AL 204

4. wEpINIUENsuULTRAHSeN (Hot Plate stirrer) E%a IKA 414 C-MAG HS7
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3.2 35N15ANRUNITIFY

AEWH 1 ASANEIRNTIIETIANIE AN TRNNTRILASIEIRNS 3,4- (9 (8 1a5 (INSRR 1w

1.1 ﬂ'ﬁﬁﬂm'aqmwgﬁﬁmmmu

- 0 (o} ;}Q"
e “H + L/[\ . JG.L 95 + 5 °C f/l\ Py
[ - H3C OCH,CH3 HaM™ ™ MH: ——p  HiCH,CO . IH

1 2 3 4a

1.0 mmol 1.0 mmol 1.2 mmol

a ol L

AW 11 UJAsenisfaasisians 5,4—Tmfaiﬂifw'%§?|ﬁ‘fuuﬁ?%qmwaum’mn

U

1
13

1. HegBuduan 0.0721 n3w (1.2 Aadlua) Taaslumanvinfizen

a

2110 10 HARAFS

o A

2. \BnIUWEaR (BAUEHRT 0.1 Radans (1.0 Aadlua) uazieiian:dlaszdian
31195 0.13 Radans (1.0 Aadlna) aslumaninufizen auais

3. Tawlusdmanamnm 1.2 mufimns asiuanvinfizen uazsilUnawsosiedes
AUEN9eE9FaLHEY 9Nl 75 £ 5, 85 £ 5 UAT 95 + 5 a9ANTALEYE AauUfFeN
finanysol dainpainaisazanananailinessuiedindes ngalfasenlaasinzan
o aaa 2 ve®o & A A v
iUz B AduiigamaRvies

4. RLAHFEVINARNUT AL DN IUDAS DY

5. ANWAN WX aVLaa
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1.2 ASANEITLYZLIRTIIANIEHN

o
j o 85+ 5°C Ji
TSy Y /b\ + — HyCH,CO” “NH
i |
J/ HiC OCH,CHj HM™ “MH; 30 — 240 min P /L

HsC ~0

N
H

1a 2 3 4a

1.0 mmol 1.0 mmol 1.2 mmol

A 12 UFA%ennnsdansieians 3,4-(nlalsWSHm e l%sraziaanfnane

o = o

1. HegBaduan 0.0721 n3w (1.2 Aadlua) Taasiuwanvinufizen
2117 10 HAaRART
2. \FNLuEaR (BAUSH19S 0.1 RaRARS (1.0 Aadlua) uwaziefiaerdlnerdion

aaa °

31195 0.13 fadans (1.0 Aadlna) aslumaminufizen suais

3. lawiswiv@nawn 1.2 wufiwes asiwmaminUfizen U§isen U§aten uas
WnlUnaufiagipBasnauansag weieiilefigomgd 85 + 5 avangaua aWATULIRIT
fnun TaangaUffzen (Wensu 30 wiil, 60, 120, 180, uaz 240 W19l AINATHY
P aaa a o o aaa & L0y & A a v
deUffiBeninanysohinmanviniisen aeisBiidunigomgites

4. RZAUNARNUTIALIENIUBRTEY

5. ANNAN N BLEVIUE S
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1.3 WARANISANNAN A

1. seaavindiBeiideesudennsBuwnanefidesfiuu Hot plate arnilazans

ﬁ')?;lLﬂVl"luﬂf\l%ﬂu@uﬂﬂ\‘lLL%Q@tﬂ’]ﬂ‘lfiNﬂ

aaa

2. Apee [Evapanenans (Dropper) grassiatpanainfaLsslisenUdsman

o aaa ' v & A Ve®oy & A Aa v
mﬁgﬂ‘mwmm‘fmg LL@QWQWQ\E’]TWLEMVI’Q%ﬂQNﬁEQ

3. inluglugfudnndiu (Overnight) e tiansnnnansdnaanysol
4. nspananlngl¥nsaensssgoaniadasenivesdu Hel3iue

uazn [WHIRanE a8 A IIEITHANST 0L
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4 aa @ e aaa
aaudl 2 nsAnuan1stEaanndudaisel§izen

0 Y
fr 0 ﬂ Sio, /L
= P
ST H + | ‘ + > HCH,cOT “NH
HaC OCH,CHy HN" “NH, 85 % 5 °C .\
o)

o HC™ ~

1a 2 3 4a

1.0 mmol 1.0 mmol 1.2 mmol

aan anan

A 13 UFA%ennnsdansied 3,4-Talalasinaialuulaald@ana

@ @ aaa
iluaaLsslgnee

aaa

1. FagiFadauan 00721 nu (12 Aadlug) Taluaaavinugfasenauan

a a

10 AAAANT 914U 4 290 WBHIUNFAA [FFUSHme 0.1 AadanS (1.0 AaAING) LAy

aaa °

iwiansdlaar@iantians 0.13 Ra&dns (1.0 Aadlna) aeluaaayifiszen muandy

aaa

2. WingaEeUAsengann 10, 20, 30 uaz 40 %Ina aluusiazwamvinufizen

3. (AU UNIAR NI 1.2 1 URLNAS mTummﬁMﬁﬁ%m Ufjizen uaziin fnau

1
& aaan a

v cﬂl 1 ! dl a L4
AnglATaININA1Tag19saLHey iaunnR 85 + 5 avATaLEYd @uﬂgmmmmﬂmuﬂ‘sm

9 Y

v v i
=

nepUfAsenlnesimin§Asenseic (BidurigomgRvies

9

aaa

4. AZAEFANTNAANUTAIVBNINDRTDU UAINTBILLNASILNTF818AN198N
FNEYANTBIFEYEYINTA

5. WﬂNﬁﬂT‘mﬁuLﬂ‘V]’]uﬂ@



25

aaudl 3 NSANEINISNIATIZARITEYNRE 3, 4- 1o lalns (NS 1w
1. N9NLATIERE19BYNRE 5-(Ethoxy carbonyl)-6-methyl-4-phenyl-

3,4-dihydropyrimidin-2(1H)-one (4a)

i o O j}\ $i0, 10%mol ©
i0, 10%mo
H + H3CMOCHZCH3 + HaN° NH: 85+ 5 °c. (,)
- H3CHZCO’TNH
HsC u’go
1a 2 3 4a
1.0 mmol 1.0 mmol 1.2 mmol

AN 14 UJAZe1n1989ATIEA 3,4- (A a a5 NS TR 11 (4a)

|
4 = o aaa

1. HagFy 9mm9u 0.0721 n¥w (1.2 Radlug) WWlumanvinufizenaue

U

10 RAAANT WBNIUNTRA [FFT 091 0.1 Radang (1.0 DA lNa) uazefiansdlnasBian

U379 0.13 AaAARS (1.0 AaALNE)

aaa

2. WFnsaEaUfA3engant 10 %lua aetuaaminufizen

3. lawiswimdnawe 1.2 wufwes asiumaavinufizen U§5en Ujiten uas
WnlUnaudiagiaiasnauasagiedieiiles figamgf 85 + 5 svpgaiBus audjizen
a L4 aaa ° ° aaa O 2 V®y & A a vy
Ananysel vapUizenlnesieayinfizenneie (3 ifuiigamgRivies

4. RLANYFIINARSTUT BN UBRTDY

5. N9BIUENFRLIL N3 ERNBBNALYANTBIGEYYINIA

6. ANNAN N WEVILaE



26

2. ﬂﬁ‘i’ﬁ\im‘iﬁzﬁﬂﬁi’agﬁuﬁ' 5-(Ethoxy carbonyl)-6-methyl-4-(4-

bromophenyl) -3,4-dihydropyrimidin-2(1H)-one (4b)

S ;

| Si0, 10%mol P

H + H3CJ\)\OCHZCH3 + HN" "NH; ——» 9

85+ 5°C \
Br H4CH.CO" "--fl-""'NH
H:C” N7 S0
1b 2 3 4b
1.0 mmol 1.0 mmol 1.2 mmol

1 15 UFA%ennsdaiasiziaynus 3, 4- (o alns (INSTAR LUK (4b)

o a o

1. HagBuduan 0.0721 n3w (1.2 Aadlua) talwasvinfizenamia

U

10 RRAANT 1AN 4-1UTIHIUNTaRA laFa119% 0.1850 N5H (1.0 AAAINA) LAY

fiansdlaas@iey Usning 0.13 Aaaans (1.0 Aaalna)

aaa

2. findasefiFendam 10 %lassimin actueaeviniasen

aaan

! ' 1 @ a o o o
3. T’NLLVNLLNL‘M@T‘I?JH"I@I 1.2 L UUALNAT ’NQT‘LA‘?JQ@W"IU{]T‘I‘J’EW LL@ZN’{EﬂﬂQ‘H@I’Jﬁ

LAZBININA1TRENABLIHBI AN R 85 + 5 aurnEalByd auljATeinanysol

9 U

aaa ° o aaa 095 Lay Do & Adl A Y
1)1?4‘ﬂﬁgﬂ’iﬂ’ﬁﬂﬂ%ﬂﬂﬂﬂﬂﬂﬂgﬂiﬂﬂm‘ﬂﬂfﬁﬁLﬂuﬂﬂqmﬁqwﬁﬂﬂ
4. RTAYFITHANNUTALLDNNDRE DI

5. N9B9UENFRLSIL N3 ERND8N AL YANTBIFEYYINIA

0. WﬂNﬁﬂT‘mﬁuLﬂ‘V]’]uﬂ@



27

3. ﬂﬁ‘i’ﬁ\im‘iﬁzﬁﬂﬁi’agﬁuﬁ' 5-(Ethoxy carbonyl)-6-methyl-4-(4-

chlorophenyl)-3,4-dihydropyrimidin-2(1H)-one (4c)

)0

7 P Q $i0, 10%mol D
| 2 (]
|”*- H , H3CMOCHZCH3 + HyN” "NH, ———» o Y
P 85+ 5 °C L
Cl e H;CH,CO 1 NH
HC n”“‘o
1c 2 3 4c
1.0 mmol 1.0 mmol 1.2 mmol

[ -4

a 16 UfiSansRaasiziaynng 3,4-Tnlalasiwsaalum (4c)

1. FagFedaman 0.0721 3w (1.2 fadlua) taluaaminfizanan
10 §aR8n9 AN 4-Aaalsiuudas (gfd1uan 0.1406 n3w (1.0 Aadlua) uay
iiandlnardian Usn1es 0.13 Aadans (1.0 Aadlua)

2. WFndadafizengani 10 %lnusimrin astuaaeyinugasen

3. Tawiswimdnawe 1.2 wufiwes asiueaninufisen uassilUnoudos
Lﬂ%@ﬂﬂ’]uﬂﬂ’iﬂﬂlwﬁi@Lﬁ@ﬂﬁﬂqﬂmgﬁ 85 + 5 pypnEAEYd aulfjizefinany 5ol
nepUfREen lnssiheaminAsensere i Enfgnmgaies

4. RLANYFIINAASTUT BN IUBRTDU

5. N9BUENFRLSIL 33 RNDBNALYANTBIGEYYINIA

0. WﬂNﬁﬂT‘mﬁuLﬂ‘V]’]uﬂ@



28

4. MINIATIAN1TBRYNUS 5-(Ethoxy carbonyl)-6-methyl-4- (4-
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f15719 6 NANTSANEINTIINILATICHBRNRE 3,4
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Tuaquﬁ?«n Fanuuanal

Ugnsu (aa)

Tolalastwaaimluu

TAs9nE19RISHARS BT

5RuRTVBIRISHANNMI (%)

®

HyCH,CO" j "NH

HiC” "N”~0
1

4-Chlorobenzaldehyde (4c)

HaC.. .CHs

>
Lb

®

HzCH,CO” ll “NH

HaC .H ~0
4-Dimethylaminobenzaldehyde (4d)

H

s

o ‘\E’
H3CH2CO)HI/ “NH
A

Hi«C” "N7 0
H

4-Hydroxybenzaldehyde (4e)

HgCHZCOJ’L E “NH
HaC” 'rj ~0

4-methoxybenzaldehyde (4f)

NO,
[A
0 -
HsCH,CO I/ TH
H:C” "N” 0
H

4-Nitrobenzaldehyde (4q)
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67
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4-wnendiundad o6 uanssoiuliiasasndndnsigegn (67%) a1niniianson
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4.3 m'sﬁg@ﬁmﬂﬁ'ﬂumﬁﬂsaﬂ%ﬂqwﬂetﬂﬁwm@gﬁué 3, 4- (ol @S INSRA 11w

4.3.1  N1TR1IANRABULNAT (Melting Point)

|
1% o/ a L4 o/ L4 =

PRI AU A FaINNITFILATIEANIR TN anANEoINI9LA S

k1)

o/ o/

Tnannganasnianl3auiisuiusieswideneunsini wudnansnansaginnsa

£
o/ R

=t a v A = o y  Avy o
fidanszituiiganassman indlAsasenseiulasead1efi Fianeamld Gouanslunnsng

FINHAFINRIININIT0EUuTUlATIaE 19 (Hdnaranan s A A AT 12T [Hoin

HANHYNFIBILAEATITU

A5 7 NSANEITARRBHINRILDIDRNUS 3, 4-(a el ms (NS TR 1w

NISNAAN T IANRBHINRT ('C)

FINNITVNIANDY INNI581989
Benzaldehyde 203.5 - 204.7 202.0 - 204.0"
4-Bromobenzaldehyde 220.2 - 2215 219.0 — 221.01"°
4-Chlorobenzaldehyde 207.5 - 209.2 208.0 - 209.1"8
4-(Dimethylamino)benzaldehyde 249.6 - 252.1 251.0 — 254.01%°)
4-Hydroxybenzaldehyde 223.8 - 227.2 225.0 — 228.01%"
4-Methoxybenzaldehyde 205.2 - 207.1 205.0 - 206.0""!
4-Nitrobenzaldehyde 207.3 - 209.2 207.5 - 209.2/%

'
A o ¢

911A1919 7 @181908udulfidn aandndmddyneliafideinsnziin

A =S £ dl ! & ¥ o a 4
HATMHUIGNTHN LRBNIINTNUBIFANRDHINRIUAL UBNTINUN TWVI’Iﬂ’W‘SWZS’VIﬂﬂ’NN’i"N

o/

NLARIBIFITNAAT T H e Afia IR THNanss
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4.3.2 nisiaszRsasnaiadunsusadlninsalni

(Infrared spectroscopy)

o/

Tunsfigealienanuollassadrmiandioesarsnandmeifideinsnzdiuiu

o/

arnsangaileamaiianwanlasalnlfe IR spectroscopy Falvidayasiall

4.3.2.1 819U5en8y 5-(Ethoxy carbonyl)-6-methyl-4-phenyl-3,4-
dihydropyrimidin -2(1H)-one (4a)
lasnlumsaadalaginaiia IR spectroscopy LWAANNITAANANTIA IR

209Ruszang  TungWedduiinuInulassadruansdanin 21 uazainisn

sryyaileridusing o ulaseadng douanslunnsne 8

A
V'l |
C-H sp® Stretching ‘ ’
; 3 \ [l 1 1 J 0 )
: o ,, 2 :, !
g = { | |
£ S | th
- (] v
= o 1 a4 ,
2 £ HsCHC0™ ™ “NH S o
z v £ >
= HiC” N0 2 g
NQ it] :,_,, %
T (4a) T a
] o
. i °
&)

AN 21 IR Spectrum 2 898194 52 08y 5-(Ethoxy carbonyl)-6-methyl-4-

phenyl-3,4-dihydropyrimidin-2(1H)-one (4a)
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A1919 8 UAANATNISAANANSIR IR 28919152naY 5-(Ethoxy carbonyl)-6-

methyl-4-phenyl-3,4-dihydropyrimidin-2(1H)-one

AT RUDINUEY \a2ARY (cm™) \AUARNIINN19E19ES (cm™)
N-H stretching 3,233 3,310 — 3,350124
C-H sp? stretching 3,110 3,000 — 3,100/24
C-H sp® stretching 2,978 2,840 -2,950/%4
C=0 ester stretching 1,719 1,735 -1,750124
C=0 amide stretching 1,696 1,500 — 1,700/2°!
C=C stretching 1,641 1,566 — 1,650/%
C-0 stretching 1,216 1,050 — 1,250/%°

AINANTN 8 UAAIHAAINITAANANIIA IR 28987131528 5-(Ethoxy carbonyl)
-6-methyl-4-phenyl-3,4-dihydropyrimidin-2(1H)-one (4a) Winasan

$imgym IR Spectrum D = 3233, 3110, 2978, 1719, 1696, 1641 U & ¥ 1216 cm’™!
%ﬂLﬁuﬁﬂH@ﬂﬁﬁﬁuﬂmﬁuﬁz N-H stretching, C-H sp? stretching, C-H sp® stretching,
C=0 stretching, C=C stretching W@ C-0 stretching AN A1 A L u@ﬂ@ﬁﬂﬁﬁﬁﬁiﬂﬂfyﬂ
VRDNIMAYBIENTUIINDY WUINHE9qanaaNnaauEas 203.5 - 204.7 a9ATALEE

J v

FINAFDAARBINUAID NDINFHADUATRNGT (911579 7)

4.3.2.2 419U52nau 5-(Ethoxy carbonyl)-6-methyl-4-(4 -bromophenyl)-
3,4-dihydropyrimidin-2(1H)-one (4b)
laialunsaadalagmaiia IR spectroscopy LAANNITAANAUTIA IR

29992619 o TungAeddudnululaseadrsuansdonin 22 uazainnsnszy

vafilaridusing lulaseadne douamnalumisns 9
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\—VC—H sp® Stretching : 0| () |

o 2| =

£ =T

£ . Br g

2 P

wn o y

; D

z 2 g
N (&)
(]
8 | HiCHLCO™ ™y )N\H L2 2 2
& | £ = 15
e H,C” "N"0 2 g L3
: H Z 5 @
I — [
3 (4b) — s L,3 §

AN 22 IR Spectrum 2a9815U5eNaU 5-(Ethoxy carbonyl)-6-methyl-4-(4-

bromophenyl)-3,4-dihydropyrimidin-2(1H)-one (4b)

A1919 9 URAIAINITAANASIA IR 2B9815UsENaU 5-(Ethoxy carbonyl)-6-

methyl-4-(4-bromophenyl)-3,4-dihydropyrimidin-2(1H)-one

ATAUABINHEY \@2ARYM (cm™) RAARMIINNTESES (cm™)
N=H stretching 3,234 3,310 — 3,350124
C-H sp? stretching 3,112 3,000 — 3,100124
C-H sp° stretching 2,979 2,840 -2,950%4
C=0 stretching 1,721 way 1,702 1,735 -1,750124
C=C stretching 1,645 1,638 — 1,648!%
C-0 stretching 1,219 1,050 — 1,250/24
C-Br stretching 605 515 — 690124

INATN 9 UFANHAAINTITAANANSIR IR 28987191988 5-(Ethoxy carbonyl) -
6-methyl-4—(4-bromophenyl)-3,4—dihydropyrimidin-2(1H)-one (4b) THuasss

3 H4 IR Spectrum V = 3234, 3112, 2979, 1721, 1702, 1645, 1219, LA <
605 cm™' @91 ude YANTT AuuDIWWT Y N-H stretching, C-H sp? stretching,

C-H sp® stretching, C=0 stretching, C=C stretching, C-O stretching i@ % C-Br stretching
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=

AINASI WanaNHEs [Aniqavasnatuesa1sUszney wudiilgasgavasnman tugos

1 v

220.2 — 221.5 a9FNTAT N FINANFDAARDINUAIDNDITTLNBUNHIT (RN579 7)

4.3.2.3 8191U5¢nay 5-(Ethoxy carbonyl)-6-methyl-4-(4-chlorophenyl)-

3,4-dihydropyrimidin -2(1H)-one (4c)

Hadnlumsaadalaginafia IR spectroscopy LAAIN1TRANAUSIR R

2999219 o TungAedduiinuiulassadrouanedonin 23 uarainisnsyy

vafilarigsing o Tulaseadng dauansluanse 10

|—> C-H sp® Stretching

?
r

N-H Stretching
C-H sp? Stretching
I
o
(o]
=
~nN
(@]
S
=0
—{ =
» (o
rz
=
C=0 Stretching
C Stretching .
C-0 Stretching
C-Cl Stretching

c

AN 23 IR Spectrum 289815U5enaU 5-(Ethoxy carbonyl)-6-methyl-4-(4-

chlorophenyl)-3,4-dihydropyrimidin-2(1H)-one (4c)
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A1979 10 WRHASATNISAANANIIR IR 2898151 92n8BU 5-(Ethoxy carbonyl)-6-

methyl-4-(4-chlorophenyl)-3,4-dihydropyrimidin-2(1H)-one

ATNUDBINUEE \@2ARM (cm™) \AVARHAINNTE19BI (cm™)
N-H stretching 3,233 3,310 — 3,350124
C-H sp? stretching 3,111 3,000 — 3,100/24
C-H sp® stretching 2,980 2,840 -2,950/%4
C=0 stretching 1,698 1,735 -1,750124
C=C stretching 1,644 1,638 — 1,64824
C-O0 stretching 1,217 1,050 — 1,250124
C-Cl stretching 779 550 — 850124

9IAR159 10 WHASHAAINITAANAUIIA IR 289 5-(Ethoxycarbonyl)-6-methyl-4-

[

(4-chlorophenyl)-3,4-dihydropyrimidin-2(1H)-one (4c) Tﬁm@mﬁ/
K3 § & IR Spectrum L = 3233, 3111, 2980, 1698, 1644, 1217 W & ¢
779 cm” Gardinie HANNT Aua89WWTE N-H stretching, C-H sp? stretching,

C-H sp® stretching, C=0 stretching, C=C stretching, C-0O stretching 1@ g C-Cl stretching

ANFATL WBNANHII (FM19AnasnaIasa1IUENaY WUINRTIgANanNIET (W9

9

[

207.5-209.2 sefnaaiBus SefiinaenndastuAtEBdsuiawting (m191 7)

4.3.2.4 415U52nay 5-(Ethoxy carbonyl)-6-methyl-4-(4-
dimethylaminophenyl)-3,4-dihydropyrimidin-2(1H)-one (4d)

laialunsaadalagmaiia IR spectroscopy LAANNITAANAUTIA IR

299U zs19 o g Aeddnanululaseadrsuancsionin 24 uazainnsnszy

vafilaridsing o Tulaseasng dauanslunnsis 11
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\_; C-H sp® Stretching

2 2
'§ HiC. ) -CHs g<= | '
£ Py 3 1
T £ J 3
z 3 ;
o | § :
= HsCH,CO”~ I' ) TH L o o
& < HiC” u’ S0 — }Eﬁ 3 ; }E3
© (4d) g o
[} 1
(@)

:C

AN 24 IR Spectrum 2a9a15U52n8dU 5-(Ethoxy carbonyl)-6-methyl-4-(4-

dimethylaminophenyl)-3,4-dihydropyrimidin-2(1H)-one (4d)

A9 11 URAIAINISAANANSIR IR 289819U5EnBY 5-(Ethoxy carbonyl)-6-

methyl-4-(4-dimethylaminophenyl)-3,4-dihydropyrimidin-2(1H)-one

ANSAUVBINUEE \RUARM (cm™) LRUARHIINAE19BY (cm™)
N=H stretching 3,234 3,310 — 3,350124
C-H sp? stretching 3,109 3,000 — 3,100124

C-H sp° stretching 2,977 2,840 -2,950%4

C=0 stretching 1,698 WAy 1,644 1,735 -1,750124
1,638 — 1,648!%

1,050 — 1,25024

C=C stretching 1,617
C-0 stretching 1,216

9IAA1T 11 WEASKAAINISAANAUTIR IR 289 5-(Ethoxy carbonyl)-6-methyl-4-
(4-dimethylaminopheny)—3,4-dinydropyrimidin-2(1H)-one (4d) THnasai

faya IR Spectrum U = 3234, 3109, 2977, 1698, 1644 uaz 1216 cm’”
SRS u%’@@gﬁ@m'ﬁzﬁbmmﬁuﬁ: N-H stretching, C-H sp? stretching, C-H sp® stretching,

C=0 stretching, C=C stretching Wa2C-0 stretching ATNATF U UBNI1NHTILFH N
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TANABNLNRIDBIN1TUITNBU WUIIRYI99ANAaNINadIuEa9 249.6 - 252.1

J v

ANFNEATYN BTIRANFDAARDINUAIDNDITTLNDUNENT (15719 7)

4.3.2.5 819U52nay 5-(Ethoxy carbonyl)-6-methyl-4-(4-hydroxyphenyl)
3,4-dihydropyrimidin -2(1H)-one (4e)
laialunsaadalagmaiia IR spectroscopy LAANNITAANAUTIR IR
1p9WHszang o Tungiledduinululaseasisuansdanin 25 uazaiuisassy

vafilarigsing o Tulaseadne deuamslupngne 12

|—> C-H sp® Stretching ) (L \ J

o o
£ jH =
< ey
Q 2
kT 3 o d
o = |
Z € (i ,J & :
N T -
T £ S f 3 2
o 5 2 )iy ) © £
< & HiCH,CO NH ]
£ oy l' 5
% ¢ 3 HaC 0 &
T > T W
=z IS} (46) (@]

AN 25 IR Spectrum 289819U5snay 5-(Ethoxy carbonyl)-6-methyl-4-(4-

hydroxyphenyl)-3,4-dihydropyrimidin-2(1H)-one (4e)
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A9 12 URAIAINTITAANERIIR IR BBsdsUsznay 5-(Ethoxy carbonyl)-6-

methyl-4-(4-hydroxyphenyl)-3,4-dihydropyrimidin-2(1H)-one

ANTAUUBINHEY \auARY (cm™) \AUARNIINA19E19ES (cm™)
O-H stretching 3,501 3200 — 3550124
N=H stretching 3,237 3,310 — 3,350124
C-H sp? stretching 3,114 3,000 - 3,100/24
C-H sp?® stretching 2,980 2,840 -2,950/4
C=0 stretching 1,677 WAz 1,639 1,735 -1,750124
C=C stretching 1,598 1,638 — 1,648
C-0 stretching 1,227 1,050 — 1,250/24

9INANTN 12 WFASHAAINITAANAUIIR IR 289 §19192n8U 5-(Ethoxy carbonyl)
-6-methyl-4-(4-hydroxyphenyl)-3,4-dihydropyrimidin-2(1H)-one (4e) Winasan

%1’]8;1@ IR Spectrum V = 3505, 3237, 3114, 2980, 1677, 1639, 1598, 1227 cm™’
Farfude HANTT A1PBIRWTZ O-H stretching, N-H stretching, C-H sp? stretching,
C-H sp® stretching, C=0 stretching, C=C stretching Wa e C-0O stretching ATH A1 A U
u@n@qﬂﬁﬁﬂTﬁwﬁqmwﬂﬂNL‘lﬂﬂwmﬂﬂ‘sﬁizﬂﬂu Wudﬁﬁﬁwqmwﬂﬂmmafﬁuﬁw

[

203.8 — 227.2 surwAdys FeilAnaanAdeeiuAENERTaRaWTNR (11919 7)

4.3.2.6 419uU52nau 5-(Ethoxy carbonyl)-6-methyl-4-(4-methoxyphenyl)-
3,4-dihydropyrimidin-2(1H)-one (4f)

laialunsaadalagmaiia IR spectroscopy LAANNITAANAUTIA IR

29992619 q unyHediufinululaseadsuanadonan 26 uazainisnszy

vafilaridusing o Tlaseadng dauanslunns 13
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- ‘ i
LC—H sp°® Stretching X ‘ : |

o
=
=
£
o
. ocH, & |
c A o |
= ~
T £ H j 1 |
= (&) 3
z 9 " i
&3 o o | o
2 o ‘ £ <
A c <
= HaCHCO™ ™y~ "NH 9 S
I < | o g
T - ~ o~ + s -
S o H4C N (0] 8 T g
=
0 1 Y [
(4f) ‘e—— b° ©

AN 26 IR spectrum Aa9815U52naL 5-(Ethoxy carbonyl)-6-methyl-4-(4-

methoxyphenyl)-3,4-dihydropyrimidin-2(1H)-one (4f)

A9 13 URAIAINTITAANARIIR IR 2Bsd15UsEnaU 5-(Ethoxy carbonyl)-6-

methyl-4-(4-methoxyphenyl)-3,4-dihydropyrimidin-2(1H)-one

o o 2 -1 A 2 A -1
AN UYBDINKEL LRYANU (cm™ ) LRYAFNUIINATIBINBY (cm™)

N=H stretching 3,232 3,310 — 3,350124

C-H sp? stretching 3,106 3,000 — 3,100/24
2,840 -2,950/24

C-H sp?® stretching 2,981
C=0 stretching 1,703 WAy 1,645 1,735 -1,750124
C=C stretching 1,613 1,638 — 1,648!24

0O — CHs 1,455 1,329 — 1,450/2¢!

C-O0 stretching 1,217 1,050 — 1,250124

INA1TN 13 UAANNAAINTITAANANIIA IR 289 5-(Ethoxy carbonyl)-6-methyl-

1'%

4—-(4-methoxyphenyl)-3,4-dihydropyrimidin-2(1H)-one (4f) Tﬁwﬂmfr
Hiaya IR Spectrum U = 3232, 3106, 2981, 1703, 1645 uaz1217 cm™' Gaifintiaya

N1984UABINUTL N-H stretching, C—H sp? stretching, C—H sp® stretching, C=0 stretching,

%

C=C stretching wa ¥ C-O stretching AN A1A U Uana1nATIlANI9ANanNLNAY
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289815U9n00 WudAg999nnaaNtnanlnugas 205.2 - 207.1 a9ALE LB YA

k4
| v

FeflraanafostuAEBRaunowting( ae19 7)
4.3.2.7 819U5¢nay 5-(Ethoxy carbonyl)-6-methyl-4-(4-nitrophenyl)-3,4-
dihydropyrimidin -2(1H)-one (49)

WWednldmsaadalaginafia IR spectroscopy WAAIN1TAANAUTIA R

2999219 o TungWeddusinululaseadrouanedonin 27 uarainisnsyy

vafilarigsing o Tulaseadng deuamslunnsns 14

C-H sp®
Stretching

O Stretching

,> O ,
NS,
C=

N-H Stretching

N-O|Stretching

-
=
<

a g . ) %
w c H,C™ 'N” 70 AES 5
II B H 2
o 5 (49) ?

n L= C=C Stretching (8]

AN 27 IR Spectrum 2a9815U5eNayU 5-(Ethoxy carbonyl)-6-methyl-4-(4-

nitrophenyl)-3,4-dihydropyrimidin-2(1H)-one (4q)
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A1919 14 UAANAINITAANERIIR IR 289819U52naU 5-(Ethoxy carbonyl)-6-

methyl-4-(4-nitrophenyl)-3,4-dihydropyrimidin-2(1H)-one

ANTAUUBINHEY \a2ARY (cm™) \AUARNIINA19E19ES (cm™)
N-H stretching 3,224 3,310 — 3,350124
C-H sp? stretching 3,112 3,000 — 3,100/24
C-H sp® stretching 2,976 2,840 -2,9501%4
C=0 stretching 1,724 uaz 1,697 1,735 -1,750124
C=C stretching 1,639 1,638 — 1,64824
N-O stretching 1,517 WAy 1,346 1,500 — 1,550124
C-0 stretching 1,083 1,050 — 1,250/24

INANTN 14 UWEAINAAINITAANANSIR IR 289 5-(Ethoxy carbonyl)-6-methyl-

[

(4-nitrophenyl)-3,4-dihydropyrimidin-2(1H)-one (4g) Tﬁm@mﬁ/

"aﬂjm;jﬂ IR Spectrum V = 3224, 3112, 2976, 1724, 1697, 1639, 1517, 1346 Ua
1083 cm ' @9t nd e HANNT AUUDIWHD L N-H stretching, C-H sp? stretching,
C-H sp® stretching, C=0 stretching, C=C stretching, N-O symmetric stretching 1L & ¢
C-0 stretching A NAFY wananidlinaganasninatresaslsznay
wudnfigaeganannmanlugag 207.3 - 209.2 avAnTaBea GeilAraanadasiy

o

ANDNBIITEADWIAING (1919 7)
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4.4 A5ANEIUSEAVEATNABITARNT
Tudumaniiiunisfneinisdansnzianstsznan 5-(ethoxy carbonyl)-4—
(phenyl)-6-methyl-3,4-dihydropyrimidinone laet¥iundas (afU5n195 0.10 RadanS
(1.0 Radtua) tefiaazdlaocdianliuins 0.13 AafAAAT (1.0 NAALNA) WAL

aaa

Bus1uan 0.0721 n3w (1.2 Aadlua) WE8anindaseUffzen Tnen1smasasy

Y 1 4
o A

9
U
duanaseidantantsadindunnldsineldiaungd 85+ 5 avAra By

ulfzenfinanysol nan19maassuansiunsns 15 laadeunisiinauanlns

NN T A NB RN F L EN N RS AULALYIN L RN

100

= > 78
= 80 68 69 70
=
Dg 60
=
(&
E : I I I
&
23?
& 20
@
A

0

Fresh 2 3 4 5

FAuIUASIT T2 D BAN
AN 28 uassnsHsassU§Asenaunnti e

M99 15 uaneAUsTANEannsdassl fisenaunnitne

¥
WIKHnALs9l§isen

74 1 v
ITHINASIN T2 BITRNT SRuRTRISHANN I (%)

(NSN)
Fresh 0.0786 85
2 0.0689 68

3 0.0530 69
4 0.0238 78
5 0.0066 70
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LAY N= = i, (2)
M.W.
92§ m=nxMW. e (3)
, 3 MW,
WiE m (1) a2 D=nxX -

FaTI AFaIN1TRNLUEHIST V 9z lE

n x M.W.
V= T e, (4)
D
Tosy n = §uanulua
D = ATTHWHTLHY
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1.1. w3eN 1 NaAluav89 Benzaldehyde = 99.0 %

(M\W. = 106.13 g/mol, D = 1.405 g/ml, n = 1 mmol)

nx MW.
FINANNTT (4) V=
D
(1.O><1O_5 mol) x (106.13 g/mol)
Az (A V=
1.405 g/ml
V =0.10 ml

a aa

fatii §ndieanns Benzaldehyde 1 Radlna Fasll Benzaldehyde U3n1ms 0.10 Aadans

1.2. 40383 1 NaAlNave9 Ethyl acetoacetate = 99.0 %

(MMW. = 130.14 g/mol, D = 1.024 g/ml, n = 1 mmol)

n x MW.

FINNHNNT (4) V=
D
-3
(1x10™° mol) x (130.14 g/mol)
525 V=
1.204 g/ml
V =0.13 ml

Flarii fi1fB9n13 Benzaldehyde 1 fiadlua diaal¥ Benzaldehyde USn195 0.13 AaAAMS

1.3.9380 1.2 H8Alua289 Urea = 99.0 % (MW. = 60.06 g/mol, n = 1.2 mmol)

FINFNNT (3) m =nx MW.
924 m = (1.2 x 10°° mol) x (60.06 g/mol)
m = 0.0721g

F9vin Giasld Urea U3n10d 0.0721 N4
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1.4. 9383 1.0 A8AINA289 4-Bromobenzaldehyde

(MW. = 185.02 g/mol, n = 1.0 mmol = 1.0 x 107° mol)

FINFANNT (3) m=n x MW.
9= m = (1.0 x 107 mol) x (MW. = 185.02 g/mol)
m = 0.1850 g

Fatin §1feen19im3en 1.0 AaAlua 299 4 - Bromobenzaldehyde # o

4-Bromobenzaldehyde 1U3x1e1 0.1850 N5H

1.5.19388 1.0 RAAWA289 4-Chlorobenzaldehyde

(MW. = 140.57 g/mol, n = 1.0 mmol = 1.0 x 107 mol)

FINFNNTT (3) m =n x M.W.
92§ m = (1.0 x 107 mol) x (140.57 g/mol)
m = 0.1406 g

9
[ o

Fanu fadeasnisimian 1.0 AaAlua 289 4-Chlorobenzaldehyde #89l%

4-Chlorobenzaldehyde 121104 0.1406 N9N

1.6. 19383 4-Dimethylaminobenzaldehyde 1.0 Aa#lua

(MW. = 149.19 g/mol, n = 1.0 mmol = 1.0 x 107° mol)

FINFANNTT (3) m =n x MW.
9= (4 m = (1.0 x 1073 mol) x (149.19 g/mol)
m = 0.1492 g

o dndieansiwBen 1.0 Raflua 289 4-Dimethylaminobenzaldehyde fiasld

4-Dimethylaminobenzaldehyde 1/an10d 0.1492 N4
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1.7. w38 4-Nitrobenzaldehyde 1.0 faAlua

(MW. = 151.12 g/mol, n = 1.0 mmol = 1.0 x 107° mol)

FINFANNTT (3) m =n x M.W.
9= m = (1.0 x 107 mol) x (151.12 g/mol)
m=0.1511¢g

¥
o o

Fatiu d1de9nigiadan 1.0 AaALNE 289 4 - Nitrobenzaldehyde a9l

4-Nitrobenzaldehyde U3n1e4 0.1511 N3

1.8. 19383 4-Methoxybenzaldehyde 1.0 Radlua

(MW. = 136.15 g/mol, D = 1.119 g/ml, n = 1.0 mmol = 1.0 x 107° mol)

n x MW.
FINNANNTT (4) V=
D
} (1.0x10™> mol) x (136.15 g/mol )
a2 (% V=
1.119 g/ml
V =0.12 ml

Fatin d1dp9n1gimdan 1.0 AaAlua 299 4 - Methoxybenzaldehyde #a9T%

4-Methoxybenzaldehyde 587745 0.12 Hafang

1.9.\@383 4-Hydroxybenzaldehyde 1.0 RaA ua

(MW. = 122.12 g/mol, n = 1.0 mmol = 1.0 x 107 mol)

FINFNNTT (3) m =n x MW.
9z [§ m = (1.0 x 107 mol) x (122.12 g/mol)
m = 0.1221 g

Tl f1fieenigwiBen 1.0 RAA A 289 4-Hydroxybenzaldehyde $iaal¥

4-Hydroxybenzaldehyde U3x1e4 0.1221 N5
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TaafeuiuesiSudlnanasaasiadis

P %

2.1, Ufji3u17f Benzaldehyde \fiuanssiafin

iﬂﬁﬁﬂ‘ﬂm Benzaldehyde = (1x10™° mol) x (106.13 g/mol)

— 0.1016 g (Fiendin 100 % Inerinmsin)

gfiaen1sBanIeenlad (Si0,) 10 %Laesinnsin
1049

9zfineaBantean(es = 0.1061 g x
100 g

= 0.0161 g

gnfiaen1s8aneenlEs (Si0,) 20 %lassiimsin
20 g

9zfneieBantaaniusd = 0.1061 g x
100 g

=0.0212 g

gnfiaen1sBaneanlsd (Si0,) 30 % laainmiin
30 g

9zfneaBantaaniud = 0.1061 g x
100 g

= 0.0318 g

gfiaaniaBanneanlse (Si0,) 40 % laesinmsin
40 g

9xfneiaBaniaanind = 0.1061 g x
100 g

=0.0424 g
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2.2.1§jA38171# 4-Bromobenzaldehyde 1 AaAla inanaadg
iﬂﬁﬁﬂ‘ﬂm 4-Bromobenzaldehyde = (1x107° mol) x (185.02 g/mol)

— 0.1850 g **Aaufin 100 %Taeinmin

gfiaanisBaniennlEed (Si0y) 10 % lmesinmsin
1049

axfesiaBantonn o = 0.1850 g x
100 g

= 0.0185 g

1
aaa aa

2.3. 3L 4-Chlorobenzaldehyde 1 Ra&lna nanasiasg
i’mﬁfﬂ“ﬂm 4-Chlorobenzaldehyde = (1x107° mol) x (140.57 g/mol)
— 0.1406 g **Aiadu 100 % lazsimein

gfiaen1sBanIeenlLs (Si0,) 10 %Laesinnsin
109

9efinetadantaan(ne = 0.1406 g x
100 g

= 0.0141g

)

4-Dimethylaminobenzaldehyde 1 3aalua iinuansmasiu

!
aaa aA

2.4.U5aaIN
‘Li’mﬁﬂﬂfﬂﬂ 4-Dimethylaminobenzaldehyde = (1x107° mol) x (149.19 g/mol)
— 0.1492 g **Aeufin 100 %lagsinmin

gnfiaen1sBaneenlas (Si0,) 10 %Laesinnsin
109

9:HnsEs8an1en [BH = 0.1492 g x
100 g

= 0.0149 g

1
aaa aA

2.5.  UfNEu9H 4-Hydroxybenzaldehyde 1 fndlua Wianssafu
HHN28Y 4-Hydroxybenzaldehyde = (1x1072 mol) x (122.12 g/mol)
- 0.1221 g **Aeniis 100 %Tazsimmin

gfiaantsBaniean s (Si0y) 10 % laesinmnsin
109

9:H09Es8Rn108n (%A = 0.1221 g x
100 g

=0.0122 g
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2.6. ﬁgﬂ‘jmﬁu 4-Methoxybenzaldehyde 1 A8 @ anasai
iﬂﬁﬁﬂ‘ﬂm 4-Methoxybenzaldehyde = (1x107° mol) x (136.15 g/mol)
- 0.1362 g **Aeudu 100 %laesimsin

gfiaantsBaniean s (Si0y) 10 % lmesinmnsin
1049

aefnsdaniennlos = 0.1362 g X
100 g

= 0.0136 g

1
aaa aA v

2.7.U§jA%8191H 4-Nitrobenzaldehyde 1 Aadlua Wiuassadu
yminees 4-Nitrobenzaldehyde = (1x10°° mol) x (151.12 gfmol)
— 0.1511 g **Aeufin 100 %lagsimin

gnfiaen1sBaneanlad (Si0,) 10 %Laesinnsin
10g

9zfinetedantaan (s = 0.1511 g x
100 g

= 0.0151 g
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° ¢ B & a a v o o o a
3. ﬂﬁ‘iﬂ"m'zmLiJ’a‘iL"n'uﬁNﬂNﬂmﬂ@ﬂﬂﬁiNﬂmﬂmWI@ﬁﬂﬂ”ﬁﬂdLﬂ‘iﬁ:ﬁ‘l’l’qmvigu
80-90°C

W EN TN ARS T N NN ARe

PNGATAMUIAEIBERLHNANRN =5 oo — x 100
uﬁiﬁuﬂm‘jw@mﬂmmﬁf@mﬂwqwg

AIDEINNTITATHIN

%

% Benzaldehyde uaz Urea Luaamasin

a ] [

WIS HANAAT LR TN guiiviady 02602 n3u WHIUINTNKAKAA

AlFarnn1aaaaayinty 0.2185 N3

o %/ o/ =
ATHIDIATHIAUNATHN G 15) [7/]
S
(0] 0 N
~o J_X I J
+ : NN
[ I H3C OCH,CH3 *+ H,N" “nH, ——» HiCHLO \ﬂ NH
e l\
H.c” N7 o
H
1.0 mmol 1.0 mmol 1.2 mmol 1.0 mmol

AN 33 nMsRaAseRUTiSeuRua’ (Biginelli reaction)

g
IINGAT n=——o
MW.
. g
et (1103 mol) =
260.29 g/mol
g =0.2602 g

At [Adinansnansdosimanguivindu 0.2602 n3u

ANTRIIAS DU NZNANAG

0.2185 g

% Yield == x 100
0.2602 g

= 83.97

o/ gj v a = 1 o/
PNHU FRURENANIANAYINNLY 84
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et IR AN Unou
N1TBYNUE N5 Tuiana NHTUUY a5

(mol) (g/mol) (g/ml) AN

Benzaldehyde 1.0x107° 106.12 1.04 0.10 ml
4-bromobenzaldehyde 1.0x107° 185.02 - 0.1850 g
4—Chlorobenzaldehyde 1.0x107° 140.57 - 0.1406 g
4-Dimethylaminobenzaldehyde 1.0x107° 149.19 - 0.1492 g
4-Hydroxybenzaldehyde 1.0x107° 122.12 - 0.1221¢g

4-Methoxybenzaldehyde 1.0x107° 136.15 1.119 0.12 ml
4-Nitrobenzaldehyde 1.0x107° 151.12 - 0.1511 g

¥
A1919 17 MaesENAaRasIljizen2asayaus (10 %lawsimsin

-4

N1TDUNNS UsnsaaLseUfiizen
-y ma‘[m@q@ (g/mol) mmol g

Benzaldehyde 106.12 10 0.0106
4-Bromobenzaldehyde 185.02 10 0.0185
4-Chlorobenzaldehyde 140.57 10 0.0141
4-Dimethylaminobenzaldehyde 149.19 10 0.0149
4-Hydroxybenzaldehyde 122.12 10 0.0122
4-Methoxybenzaldehyde 136.15 10 0.0136
4-Nitrobenzaldehyde 151.12 10 0.0151
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