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ABSTRACT

This research studies on the catalytic activity of silica FeCls for the synthesis of
3,4-dihydropymidi-2(1H)-one and derivatives via one-pot three-component Biginelli type
reaction. The optimal reaction conditions were 1.0 mmol aromatic aldehyde 1.0 mmol ethyl
acetoacetate 1.2 mmol urea and 10% mol catalyst at 80-90 °C for 2 hours corresponding
4a-4g in a high yield. The study demonstrated the effectiveness of the developed Biginelli
protocol using Green Chemistry approach as well as environmentally friendly method. The
results shown that SiO,-FeCls can be used several times without loss of any catalytic

activity.
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4
aaa a & [

4
2.2.1 nalnmsfinUfise T usuafuuuanin founauasil

=
?l%ﬁ’ﬂ‘lv!‘l/l 1

aaa

UABenAnnnsatuwil szndnaiuwdad EdnugBelnewwdan @dgnlslame

aaan

Faensnlalasraedn uandvinfizendeaweiuiniunfifiow aaau (iminum ion)

O o)
( 0
—_—
+ H,N NH,
) \@)J\
H ” NH

Iminiumion intermediate

¥
L

=
ARHBDUN 2

ieniians@laaz@ian (ethyl acetoacetate) gnluslammdaansavinliaglugiues

)

Auaanasu (enol form) LAmuASuias (carbanion)  Fenmsindiiufiaonala Wa

A o

(nucleophile) WnvinUfABenuBnRTaw Toaaw (iminium ion) AimniiddiudidninsWe

(electrophile)



aaa

a o s o v & A ¥ o o a g o
AnlfAsetinaslaeeiiugoinidiiuiondle Mddvinduaisueiia Fain

Yy A& aa a_ & a_ a a - .
winmdudiannsddiadulzadn Sumesfifen (Cyclic intermediate)

R,0

4
[

=
ARHBDUN 4

AinUfgennanadamua (Dehydration) aslfianandndouriinansysznay 3,4-

Tnlalns w3 am 1w



R,0 NH

v
2.2.2 Fafimaaasnlfiserluuafuuuaaia

1. anaefi g unisdansnziifiuaniagiiguuss Wesendnistinsauniiiuioeg

Ufjiaen
2. Warazinanlunisfansnsiunm
3. HnomgRTunisdanseige
4. finnst¥savinaranedwdddadufivuasynanefouinaan

anderpasinandnedin Feinlkiadelfinnnsfnefunsenidss eimm
Fnsdunsiuazanasfivananiun1sfansned san felunisfinenissdfisen e

N seanEn Nt daLAsed uaviiNaandafayfeT
2.2.3 LLuqma?uﬂ'ﬁﬁmmUﬁﬁ’%mTu%Luaﬁ
= [ A ] 193 I'd % 1 Aaaa 4' 1@ o
1. LﬂﬂﬂTﬁﬂﬂﬂqzwfmquLLiqéfuﬂﬂimLmqm LL@zT%mmﬂgﬂimwTNLﬂu@umifm
2. AATEEZINAIUNTANATIEA aunT9Lse R ANAI9IM
3. m@qmwgﬁefumﬁﬁumﬂ:ﬁ

4. anlEFvINazaneduyad uN19faLATE e NUaendy waziiuinssa

MLIANDN



2.3 9HIuTM AT

% 2 (54 'S

FINNITERAIITINI DU RUBINTITRILATIEA TG 3,4- (A (105 IWERF I UULAY

el U

aan o o o/

eyt Tnafisnsaffisen deideseUs

Krishnamoorthy UazATUE MgyinnnsmnEnnisdanszy 3,4-dihydropyrimidin-
2(1H)-one waz3,4-dihydropy dihydropyrimidin—-2(1H)-thiones Lme‘iﬂfojN indeno[1,2-

dlpyrimidines #ngUfifiFanluanaduuLIumeFan IaglHp-dodecylbenzenesulfonic acid

|
= a aan

ugaselfseniigamniso sermwades wazltfinaniunisfnuffsenlsyunm 3-5

9 Y

Fla9 S0 A NANARNIBNRITHARS DTTaE 7 58-94%

Y

8 ¥ o o 'S . T
Kour Wazmtdy . TAvinnnsfnue1n19famI1ess 3,4-dihydropyrimidin-2(1H)-one

aaa

¥ . @) o 1 aa o | & a 1 . v v Y
Taal® sio,/cucl, dudniselizeddsdoriiiduinssefeundan e ldiannaznig e

AHEDULAZ AN [N ATIN THEII R TIANIZEN WUV REIEN1L S D Ay HANAS

aaa

10981THART T IWLFH R IniAsaiuuslEinan tunisifinUfAsen bivindu . SenneTs

anznlpsin Fnantiagndn

Eshghi uazansz - IEvinnasfnuinisaaiasnzsd  bis(dinydropyrimidione)oen—

aaan

zene WAL 3,4-dihydropyrimidin-2(1H)-ones  taa %% NFS-PRS \usinigedfizen via
UfABefidaansaindlusiovinazanaianiuas Wuaan 15-30 wnit Hieaasnandnues
FINARAUTT 90-95%

o/ 4

[10] o o . .
Bahekar WATAME. (AYINNNSANEINTRIATIZAENT 3,4-dihydropyrimidin-
2(1H)-thiones Tael¥ L-proline nitrate Wngiaisetlfizen vinufizenfidasnisaindglusn
MaraeeyLaaLiung 50 Wil WHEeuasnanAnIaIaNTHNARS DT 92%  UAYAIL9Y

UiRBenammnsainaunn i sl (4

|
aaa

. [11] ¥ o % | . A
Patil, V.D. wazAmdz  Bvinn1sfnundaselfiizen Si0,TTC AifussAngnw

)}

AMTUN1TRIATIES 3,4-Dihydropyrimidin-2 (1H) -ones / thiones y11U{ji5e17saen1g

o/

Andludnrinazatgaaalanasuiilunan 5-30 w1t FiasasnananuaIanTNanT o9

84-95%
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12 ¥ o 2 dl o/
Safaei-Ghomia, J. uazAmy. - (FvianisAnunistinaudaniaiadiuntg
qLAT1¥AE1T 3,4-dihydropyrimidin-2-(1H)-ones-thiones wuudumeuiien Taeld
Dendrimer-PWAN 1flugiaiselfii3enavinufii%ensaedsn1s Sonicated #ignimng 80

AR e 10 Falus WEesaNANARUEINTTHANTWT 84-97%

<o H a [13]
2.4 mwim?ﬂﬁmnumﬁmmm

= . = a o o/ dy dl O =K =K
AHALBIA (Green chemistry) @D LHIANIBINTIUINANNTINRTTUVIATHION

AnUanefeiunis i asiaiidususunannis asiatlazdas iduivisana lvifa

U

L ! Wzil zdl a k4 zil ‘3 o0 =K XK L =
'Bu@]‘i’?f—_l@Iﬂ@‘ﬂLﬂﬁ’:l’]“ﬂﬂﬁﬁfuﬂ‘ﬁm_l']uﬂq‘iN’Z\]WH@EI‘VIZ\!@ FANNIANTN TN N9tasiurIaannig

' { & A \a (% o/ 1% v o a
ﬂ@’ﬂﬁ?ﬁilﬂﬁﬁLUHWHﬂﬂﬂZEﬁQLL’J@I@ﬂN T@Eﬂ"lﬂﬂ‘iﬂ@ﬂﬂ"ﬁ?ﬂﬂ'ﬁLﬁ’ﬂﬂcﬁﬁqm‘q@ﬂﬂ’]iqﬁlﬂ bbN

1
o/

LATNNIBBNLULNITNAALAT NI ENARS DIz aNnaadne Aelunisldansiaiily

| & a 1% ° 1 PN & 1) o 1
UWHRZAUADUTBINTINARTLABIANT LL@xiZﬂﬁﬂL’NN@Q'T’N"IﬁLFIfI%’%@I%M@ZTN WHRRASIEAD

=

nyeduay lynanpAawindenddiadunandftues Green chemistry Asiluadddaaay

U

Wannandgyiunistesiuiisumauinninnisudilgmiiilasme

« a = 2 4‘ 1 a QI % 1 : %

WRAD maTﬂwmmmLmzqmL‘jmuﬂmﬁfymmmqmﬂﬁqLLQ@@@N
finaeingigu §1fin1sadaaTIeisanananAtdniletiunn TnafinslEanasedunse anq
| 9 aaan ) o { [~ ' ] : % { ! 1
ﬁfﬁcfuﬂgﬂiﬂmmmuﬂizmmm@mwﬁLﬂu@umwmﬂﬁ\immmu ANTMNEITET (N
@) % = ;i' = o o dl R Y A
HnudunTIeMALNNYEanN1TIU REUN ST UINNITAaaARIABnNdYINazaaf (Naa KA

[ . A « = = s O R =R = [ a A

NanzavduRff “addden” Anslsinas@en H NNV ALYIHNTEUIHANSLANT
AaliiAanaREfaRILIARON

2

“pfididun” amnsnaenunaneg (A uafiug e idneadn Fuad

=

AR (organic chemistry) afunagimi (inorganic chemistry) &LAN (biochemistry) LARZININ
(chemical biology) \ARALATIZA (analytical chemistry) 3oL RANAALAR (physical
chemistry) aapmauinislszgndliiuniagaamnssnfifinnstinszuaunismanily

o
)% o/

wansasing n Tlesiadl ndwed wlunalulad i iedidae

o/

v @
nUsraangnin
qRsvneREail Aentsvinliifananaieaiign usiislssAnBnauazAnaninees

ATEUINNNTHARLAEAILATIZ aaaaaunigiin W THes el



1

A . a cgl dll ! a =
LANFEDA (Green  chemistry) mmummmnwum‘fum:mum‘smmm@

Aanssnee Tunszuauniamegasmnssiaumnansiaian@iean lidneztHdy

1
a 4 =1

AnAuENduEeliUsTnaUnTzUINNIINER Fand1adu Funtsunnd arsaddinnn

ade

!
= a

Aendes TuFeswainsndnegn AugaaIMNIas W gATIVINTINNATTRAN gREIMNTTH

NINAMEDINANEAIIMNTINTWS Fufsafiasiuniandnuasuuasnefioamas A

£
+ = 1 a =

N19LNEe5 LAgadastun1snAntlansagtdiunas udu SeudnAnsusiiiiniuann

9

DRFNNTIHNANAINNANYNANHILHAHAIATYNINFBN1TANTITINTBII UAFTIATILAE

¥
o/

duppniigninanifunszuanunisnaneene HiAanadedefsuandanuargunin fauu

= a =3 |

ﬂﬁﬂ’]ﬁﬁm‘jflﬁTﬁLﬁﬂﬂQ"lNTﬁT@ﬁﬂﬁﬂLL’J@&@S\I Tﬂﬂﬂﬁ‘j@ﬂ‘iﬂﬁ’ﬂ‘lﬁ@ﬂLﬂ?_lflﬂq‘jcf%’ifﬁ’ﬂ

EO)))

[5% I'd li' ' Y Aa [ [N ! . % dyd li' ° ]
Z\NLﬂ‘iqzﬁﬂq‘iﬂﬂﬂ?ﬁmﬂﬂu@]‘mﬂ LALITUNEADRILIARNDNULATHARINI2DIATIN Green
chemistry

Paul Anastas WaZ John C. Warner (@AANANNITNITWEINUT “LARATaq” 14 12

o

Y g
AR AN
1. fasiuniafineeds (Prevent waste) T@ﬂﬂ”l‘iﬂﬂﬂLLUUﬂ‘iZU’]uﬂq’iﬂq‘i

Fasedin e liinaeadaiaas [§ Haainan1an lHun1g9as

a

2. BBNWUUNARAS 4T (HiTuAs (Design safer chemicals and products) L T

[ A a =

[~ a ! A o 1
Hundndneinilsz@ansnngegn Inelififvvdefidoaiign

9

3. BENULUUNTLUINNTFILAI1=HA (H 1T udums1e (Design less
. ¥ A oy 'Y A& A v = [N '
hazardouschemical syntheses) Tnanslividedunssiansiiufuissvde WiduRusde

4 . %
NHEELL@Z@\‘]LL‘JG‘I@@N

1
o/

4. N9I%E1TNED quﬁuﬁmﬂﬁum(’fﬂ%ﬁﬁwse renewable feedstock) @

Vv
A A 4

sanflanstidanude insefisudaennnazuaunisane

a2

5. n1slEsiasUfiBen (Utiize catalysts) fiflilszandnn Tnananiasanisly

aaa

a9 §Asentulsuanunn U§Asenfiinistédaselifisenemififinseadaly

a o

VBnaufitipauazannnsnlisn fnaneassbufisenuwuuiseaiulue s Aujaseuouis

[

A9 ¥R RS NIRINAUNEBNINAG USNIoundasdNWHE (stoichiometric  equivalent)

PEINNTARIFN 9z A AagRs B NN nuas TH (F iR ASLRen



12

6. wﬁmﬁmmimmﬁuﬁﬁfﬁqLﬂu (Avoid chemical derivatives) L% N5 LA

U

1 v Yy
v A o/

1B (protecting groups) Aifipsfin1sienaaniunenas eiduasunislansyiasiuuay

1918719808199 0WN1TEE 9B TN [H

U 1

7. YnUfRBeT yadnarsugenansgega (Maximize atom economy) la)

Y
'
ATW a L a

ANTBBAULUNTTUIUNTNIANGANS SUAAIINNITIINFIVBINIAFTAIANGIGA UAZH

Mgy ResiaasfiEdnaiign

9

% Atom Economy = Molecular Weight of desired product x 100

Molecular Weight of all reactants
8. Wsvinavansuaznazuannsiiannsdy (Use safer solvents and reactio
conditions) fiavnazanefilasssie uaufinsdeduandan THun vansuenlnaen b
wian (supercritical CO2) i naniAasaninziguuss fnsevdaiuagiuss
9. WiNU52 AN NIDINTENGI9M (Increase energy efficiency) 1 N19¥

aaa A

fAzefigoumgiunfusnielfaniazaanudiuge azdasn ufizenfilssansninann

el

e

=2

"

10. nsaenuuu AR o Hudadoasans [ (Design chemicals and products
to degrade after use) AMENAINT INTUHARST O w’%@ﬂﬁiﬁTﬁ@ﬁﬂﬁ@ﬂﬁauﬁuj 9FHBIN
maaanedalugUi ldifnsunaevdeszan tnRauanday

1. An9zumn1sirssAuuuidiieoefunisifiananias (Analyze in real
time to prevent pollution) 289natinaAENaINUTGATEN Tﬂﬂﬂﬂ’iﬁl’i’l@ﬂ@‘uLL@tﬁQU@N&?@LWi
fumpnnInanaES RieanEerT AN ARNaEnAe
12. andnsNI5ifingliRag (Minimize the potential for accidents) la#inas

I
aaa = [}

apnuuLLarAIANURTBeN el liifnnssnde gnfinliniegniandsnsding

U

FITHER

o/

Tnsaansasgundnnaisun insaungamanaes “wiidide Tafd
1. NM9BENILUNTZLIUNITRIATIA T [RHARHANIN TN

2. naidentinazuaunisfiuaendsuazduinsdafuuandon

5. nspenuULLATRDN [HnsTUIuN1a ndssnasnefiuasananingegn

4. QeiifNgaBIn1sdnnIsenlefanisHadweeady



uni 3

FEn15ARUNS

3.1 §15eAH Lﬂ‘%mﬁmm::qﬂﬂsfﬁ
3.1.1 ¥156AN

1. wfiaeydlees@en (Ethyl acetoacetate) qm{fumq@ CeHipO5 (AR grade,

Merck, Germany)

2. QL‘%EI (Ureq) z;fmTN W@nNa CHNLO (AR grade, Merck, Germany)

3. L aNUBN (Absolute ethanol) qmﬁfmmq@ C,HsOH (AR grade, Merck, Germany)
4. \untad (a6 (Benzaldehyde) qmﬁfmmq@ C;HeO (AR grade, Merck, Germany)

5. 4-lusluundas (8 (4-Bromobenzaldehyde) gmsluiana C;HsOBr (AR grade,

Merck, Germany)

6. 4-ARB 5lUNTAR (a6 (4-Chlorobenzaldehyde) qumﬂqfa C;HsClO (AR grade,

Merck, Germay)

7. 4-lpnfiaesAluundas (g6 (4-Dimethylaminobenzaldehyde) qummq@

CoHsNO (AR grade, Merck, Germany)

8. 4-[ulmsiundafi (86 (4-Nitrobenzaldehyde) gnslaiana CHsNO5 (AR grade,

Merck, Germany)

9. 4-Tamsan@iundas(ss (4-Hydroxybenzaldehyde) gmsluiana CaHeO, (AR

grade, Merck, Germany)

10. 4-uNBNBIUNTRA (86 (4-Methoxybenzaldehyde) qm‘ﬂwﬂqﬂ CgHsO, (AR

grade, Merck, Germany
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1. 4-Tulmsiundan (a6 (4-Nitrobenzaldehyde) gmslaiana C;HsNO5 (AR grade,

Merck, Germany)
12. A39UA%8 Si0p-FeCls (AR grade, Merck, Germany)
13. nanlglnsaaasn (HCI)
14. 37 (H,0)
15. WesaAras (56 (FeCly)
16. AN {16 (SI0,)
3.1.2 gunsnd
1. wilouwdm&n (Magnetic Bar) 211 12x3 AAAWNAS
2. UnnAv (Forceps)
3. N9vA1ENTad (Whatman Filter paper) tua4 1
4. ¥ausinanT (Spatula)
5. waslufimes (Thermometer)
6. dnined (Beaker)
7. 990vinUfjfiFen (Vial reactor)
8. nanAnaAa13 (Dropper)
9. Condenser Clamp @ Clamp holder
10. 2791 (Stand)
1. WYNUAIANAIT (Stirring rod)
12. N92ANUINAT (Watch glass)
13. HANTDIFEYTYINIFA (Buchner Funnel)
14. W1 TNAN (Parafilm)

15. ®1@ (Cotton)
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16. Lﬂ%m%\‘im‘i (Balance)
17. Weasd (Aluminium foil)
18. TN39UAE19 (mortar)
19. nanaANTana (Capillary tube)
20. 29ANUNAN (round-bottom flask)
3.1.3 \aansile
1. Lﬂ%ﬂdwgL%il%ﬁﬁuﬁ‘il\lﬂfﬁ\l@quLiﬂmﬁﬂiﬁﬁﬁmﬂ% (Fourier Transform Infrared
Spectrometer: FT-IR spectrometer) ‘éu FT-IR 6700 ‘?jlﬁ@ Nicolet
2. iAastiAaSauLaaABIus AN (Hot Plate stirer) 44 C-MAG HS7
8%ia IKA
3. Lﬂ’%mmfywmxmm (BUCHI Melting Point B-540, Switzerland)
4. \pABIHY 4 Fusmnds B5%8 METTLER TOLEDO

5. A9 2 Funi 8%e METTLER TOLEDO

6. 1®1BUN1T (Oven)
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3.2 AFN15ALRNNSIY

naudl 1 nedaATziRadelfizenne3anan lad

1. %a@Annaanlsd 20 nsu TaasTuansazany HCI:H,0(1:1) 200 AndAnTasUIARUNAN
nanans e fentuasinilauusan Wi vie oA 120 aspnwaided s 6
#aTng

2. Lﬁ@muLqmLLﬁqﬁﬂfﬁﬂ‘jmﬁqm‘mmmqmmqmﬂ

3 i lUauTusedngmnauansie g 110 asrwaided uaan 5 Falag

4. YRRl NNIeUNTES WianaNTLMeBAAan(aR 0.3 nsH DI 100 Aadans

@)

vinfarsusuan i e Mlnua aansvinfigamgRvendiuaan 4 $alug
5. ¥ lUnsssdagnsansssganie nadnenznansiaeninam
6. aulutiafaaimpuansiigaamgi 90-100 avAaa@ed iuaan 5 4alus azyin Al

Fiaselizen
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AAWT 2 NSANYIFNTIETIANIE AN IWANSRILASIZRETSUSEADY 3,4- (01 H1AS (NS -
HEluw

2.1 msﬂﬂmfamw ﬁ‘ﬁmmmu

O

0
OCH,CHs* HoN” SNH, | /K
N~ o

1.0 mmol 1.0 mmol 1.2 mmol

a

A 3.1 UFAsennsdaasizians 3,4—?@?5%5@‘%33aiuuﬁ?%qfwﬂumaﬁ’u

U

aaa

1. mmmmﬂgﬂﬁmmmm 10 HadAmT %QEJL?EI"V’TH"JH 0.0721 N3N (1.2 ?:I’Z\@TE\IZ\])

Tanslnn

2. IBNILNTAR S 0.10 Radans (1.0 Radlua) wazefiaasdlaasdien 0.13

a

Radams (1.0 N’N@TN@ @QT%%Q@W’]U{]T]?EI’] ATNAAL

! ' 1 =4 Aa a o aaa o v
3. TﬂLL‘VNLLNWT@ﬂ?Ju']@I 12x3 HRARLHAT Nd?‘t&"ﬂ%ﬂ%’]ﬂgﬂ‘jm LL@%H"IT‘UT‘MW{J'TN

Zaulnevinnisauetesniiiasfigomnd 7545 svrmwades Insldszezinan 2 4alus au

AeUfAzenetneany ol u,mmmﬁgmm‘[mmmmmﬁgﬂimmw\%mmmwm
4. ATAYAITNARNUT AN IUBN DI
5. ANHAN VN BLEVINHER
6. HINANT BTN DN Z DR NANA DT
o ¥ @ d' A @
6. YIN%1 481-6 Tmmﬁ@ﬂuqmmmﬁu 85+5 BIFLTALTH
7. vingn #n1-6 TnanlAuugampfidn 9545 asraades

8. Hn¥asarnAnfoiUdsuiauiein UAnE1 ez aimNIs A
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WARANISANNAN AN

A

1. daainfisenfifleasudeansBuwnsafidsBuw Hot plate arnsinazany

ANLLENIHAREAY @u*’umlﬁm:mwm

aaa

2. fng [vasaneaans (Dropper) gAzasmaIasnaIndaLseUiizendman

o aaa ' Y & A WPy & A a v
Wqﬂﬁﬂcjﬂqﬂu"l@l?ﬂiy LL@’]C‘NVNT’JTWL?J“VIE;IMWﬂNW@Q

U

3. shlUuglugifuiunan 1 Aw e liaasanuanetvanysol

4. nspwnanlaelinsnansasgayaynie &rondndagieniwaaiduiio3iHusts

P lUF IR er 3 a8 asNAAS D4

2.2 NISANYISLYLLIRTTILUNISHN

Q
O o 9] O
+ S e
H + OCH,CH;* HoN NH; 13 h. | N/J\O
H
1.0 mmol 1.0 mmol 1.2 mmol

]
aan o aa

A 3.2 UfA5ensdaiasziians 3,4-nlalas WA unldssaziaaniisnei

1
=

INNITNARDY 1.1 Tﬁﬂqummmﬁﬁmm:mﬁm{fuﬁw 85+5
ANANEAEEN THN1TIAasiuRauiLiunITiTrasnaTinyan lun1saaaTed Taad
AR DA

aaa

1. Wnwamvinffizenaun 10 Raddns FagiBasuan 0.0721 n3u (1.2 Aadlua)

JGGRISe

2. \RHIUNERALES 0.10 AaAARS (1.0 AadlNa) Lazleafiaasdlnasden 0.13

Aa&dns (1.0 A8 lug) aeluaaayinfizen muansiu
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aaa

3. Tawiusindnawin 12x3 Aafwes acluaaninufisen wasinluaow

o 1

Zanlneyinnnsauadedefinsfigomngd 855 svrwaded lnaldszeziaan 30 wifl

|
aaa 1

ufinfienedreanysol udmgalfAsenlaeimaevinfa

a %

Sendana (HTigomnavias
4. LAY NIINRANUTAYDNTHDRE DU

5. ANNAN VN BN THD S

6. SNANT F NN BnE aRe N AR 9

7. vingn $81-6 Tnenldswszezinandn 60 wiit

8. v i01-6 Taeiaeuszaziaandiu 120 wiit

9. v #91-6 Taewaenszezaands 180 Wit

10. vinein F01-6 Tnelaeuszazinandn 240 wiil

11. WBesaendndoildeuiiisy e lUAny19mnlna229Si0,-FeCl,
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mauil 3 ArsAnursuaulnawesiassl fsemnnnzanlunisdaasizi

A15UszNaU 3,4-alalas INSRR 1K

3.1 3149 luR289 Si0,-FeCl,

0
0 o o 0 .
M )j\ Si0,-FeCls  EtO | NH
H + OCH,CH, * H,N NH. 80-90°C N’J\o
H

A 3.3 UfAsensaaiaszians 3,4-lalalasiwaialunlaalidaseljizen

Si0,-FeCls

annaeaesnanit 1 [Faniargamngiuaysraznanimsiyas fastlugag
= & 2 & o
80+5 BIFNBALBYN memm 120 H’WIT‘LAﬂ’]‘i‘Vlﬂﬂ‘ﬂﬂ?JH@I@HHLUHTY]‘?WV’V’]HQHTNZ\]

PUNDIAAND (AT Nz aN N1 aaAT1e Taefidunanaed

1. Wnwaevinfiizenaun 10 Aadans HagiBasuan 0.0721 n3u (1.2 Aadlua)

a

WBHIUNERA E6 0.10 fadans (1.0 Aadlua) uasefiansdlaac@ian 0.13 Jaaans (1.0

aaa °

Aadlng) avlwaminUfisen awuandu

aaa aaan

2. BNFLSeUGABe0 Si0,-FeCls 3191 10%w/w aluaamyinufizen

3. Tawiuslndnawin 12x3 Aafwns aelusaninufisen waziluiaos

o 1

Saulnevinnisauagnesiadidiigomgi 85+5 avmaades lnaliszazioan 120 widl

v v 1
aaa 1 aaa aaa =Y

ufinUfiizenedeanysol udmgaUiAsenlaeimaavinufizenadisB3gomnates
4. ATAILFNTNARNUTFILLDNIUDAT DY
5. pnwan s lueniues
6. siwAndi [Fanduflensasaznansio

7. vinn $91-6 TngnAswsiuansiaigsUizendn 20%wiw

8. v da1-6 Tnawaendmansiaisafizendn 30%ww
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aaa

9. vinn da1-6 TnaAendmansiaissfAzendu 40%wiw
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4. ALANFNTNAANUTIALENUDRTEU WAINTBIUENAILATYN Si0,-FeCls

DRNAIEYANTDIFEY YN

5. @ﬂNﬁﬂTﬂﬁJT‘HL@‘V]’]H@@



22

4.2 MIRIATILIABYAUST 5-(Eythoxycarbonyl)-6-methyl-4-(4-

bromophenyl)-3,4-dihydropypimidin-2(1H)-one
Br
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4.3 MINIATILIABYANS 5-(Eythoxycarbonyl)-6-methyl-4-(4-

chlorophenyl)-3,4-dihydropypimidin-2(1H)-one
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4.4 N19RIATIEABHNUS 5-(Eythoxycarbonyl)-6-methyl-4-(4-

dimethylaminophenyl)-3,4-dihydropypimidin-2(1H)- one HiC.  _CHs
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4.5 MINIATILIABYANS 5-(Eythoxycarbonyl)-6-methyl-4-(4-

hydroxyphenyl)-3,4-dihydropypimidin-2(1H)-one
OH
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4.6 MINIATIIBYANST 5-(Eythoxycarbonyl)-6-methyl-4-(4-

methoxyphenyl)-3,4-dihydropypimidin-2(1H)-one
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4.7 MaRIATILIABYAUST 5-(Eythoxycarbonyl)-6-methyl-4-(4-

nitroyphenyl)-3,4-dihydropypimidin-2(1H)-one NO,
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Tsiundanlas Wansnaniomt 60 wWadifud Wansdedumdn 4-lnnfaesiliundas
Ta6l Wiansnansiodt 38 wefidud Wansaasudu 4-Tansandiundanlas WHans
WARSo 60 Wasidud MWansdedudu 4-smvendiundasilass Wansndnsost 80
Wesidusd uazt¥anssodutn 4-bilnsiundan o6 Wansnansodt 68 wadidud foiu
feaquUlidn flefnunnisdunsisians 3.4-nlalasimanaluuszeyiug Tnausimann

FLseUfAsen ansiafiuundasad ansndndoriiiafigade 93 wesidud

q

4.4.2 MsANEINITRIATIZAEYARE 3,4-tolalns ws i luw Tuanaeitsaani-

aaan

wassaaaalsailuiansalfizen
AnunansdamseiansUszney  3,4-(nlalnswaanluuuareiug Tneld
wndad (88 U3nms 010 Radans (1.0 Radlua) wila a:8laar@iniiunns 0.13

Ra&An3 (1.0 Aadlua) gidasuaw 0.0721 5K (1.2 AadlNa) uaz@ani-es3ananlsn



37

a

919w 0.0106 N3H (10 %w/iw) NigoimgR 85+5 aeAralBed tuanaziilsAangdaLss

U

ﬁﬁﬁ%mmmiwmmmeﬁ\‘imﬁm 4.6

a -4 o aa

AN 4.6 WANTISANEINISNILASIEROUNUS 3,4—?@?5‘[615?1/1534@%% Gfuﬂﬂ’l’lz

9

1
AV an

‘o @, % 1 aaa
Egan1-wassananlss Wuaaselffisen

A

N15AIAY Taseasng IR SauazS
(A1SHARATN) (23 1n9) NARADT
(%)
0
Benzaldehyde 2 95
H,e™ 0 | NH
H;C NAG
H
(4a)
Br
0
4-Bromobenzaldehyde 3 83
.,-v'"""'-u\.D
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A1579 4.6 WANISANHINISRILATIZABRARE 3,4- Lo talns W3 AR Ww Tuaniay

fliaan1-nassanaalsmiuiaisslfizen (da)

23

HISHIPIH Tassasns IR SPURTNIS
(MISHARN ) (Falng) NRRN RN

(%)

Cl
0
4-Chlorobenzaldehyde 3 68
Hae™ O NH

(4c)
OH
e
4-Hydroxybenzaldehyde 3 68
Hye™ ™0 | MH
H,C HAD
(4e)
o]
4-Methoxybenzaldehyde 3 70
H,e™ 0 NH
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A159 4.6 WANISANEINISRILATIZABYANE 3,4- Lo talns W3 AR Ww Tuaniay

4 o a a [ @ aaa '
Eaan1-assanaalsmiuiansealjizen (se)

NITAIAW TasenEne VIR SauRzA1S
(HISHRAANUIN) (Haln9) HANNUI
(%)
NO,
. 0
4-Nitrobenzaldehyde 2 63
HL” 0 NH

aana

arnnsAnEIMsdaAszians 3,4-nlglasWaRAuuwareyinslnadsaenn

aaa |

Faiseusen wudn e l¥asssmuduumdanlad Wanawandoet 95 wasidud
s a-TusTuundanlad Wansnansodt 83 wWadidud Wanssaduiu 4-nan
Tsindanlas Wansnaniow 68 wadidud Wansedumdn 4-lnfiaesiluundas
Ta Wansnandowt 31 1Wesidud Wanssesudn 4-lansondiundanlad Hans
NARS0MT 68 Wesidud Wansnaduin a-mvendiundan lad Tansnangosd 70
Wesidud uazt¥anssodudn 4-blnsiwundan o6 Wansnansodt 63 wadidud moiu
Faaqulidn flofnunnisdunsisians 3,4-lnlalasinainluszeyiug Tnausimann

FaLseUfAsen ansiafiuundasad ansndndosiiiafigade 95 wpsidud

q



40

A5 4.7 ANEMNINANEATNYBNENS 3,4—?@1?;5‘[@15??1%3‘3?1‘[%%Lmzfméﬁué T3

anazilEaan1-wassaaaa lsmiudnsulfisen

ANHY RSN TLATNVBINITNAAN WA

2 a a o/ (-4
Tﬂi\‘lﬂi’l\‘i‘i’l”l\‘iLﬂﬂﬂﬂﬁﬂqiﬂﬂﬁﬂm‘ﬂ

ANYAUZVINAN o NOTWE
0
T o
H,C o | I NANNWIT 219 RSN
H3C H O
(40)
BEr
o
= o &
WANHNIN 217 SANIVIN
HeC™ -0 | NH
HyC H’go
(4b)
cl
8] ~ o
WNIRZLBEF 217 SIANIVIN
HiC™ 0 NH
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A5 4.7 ANEMNINANEATNYBNENS 3,4—?@1?;5‘[@15?1/1%3‘3ﬁTuuLmegﬁué T3

anaziilEgan1-wassanaalsmiudaseljizen (sa)

ANE RN ATNVBINTITH AR WA

2 a a o/ (-4
Tﬂi\‘lﬂi’l\‘i‘i’l”l\‘iLﬂﬂﬂﬂﬁﬂqiﬂﬂﬁﬂm‘ﬂ

ANHUTVDINAD a AU
H3C'l\_ chHa
= t% 4
o NANKWINT 279 ABILTN
H:.,CAD | MH
H4C H’g‘m
(4d)
OH
':l = = &
NIRZLBEIA WADIDN  2DILd
Hie™ 0 NN A
H,C HAD
(4e)
':'EH3
o = o &
NANNIINT 279 AR
H.c” 0 j NH
H.C H’J\\‘o
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A5 4.7 ANEMNINANEATNYBNENS 3,4—?@1?5‘[@15??1%3‘3?1‘[%%Lmzfméﬁué T3

anaziilEaan1-wassaaaalsd (Hudaiselfizen (de)

ANE RN ATNVBINITH AN WA

TasesaE1anaafiaassIsHARS a7 - —
ANHUZVDINAN o AR LT
OH
':l =Y = 4
WNIRZLDEIA ARDNEN  2BILd
He™™ 0 | NH Bty
HAC H"l‘\\‘o
(4e)
OCH,
O = o 4
NANNWID 919 AR
Hyc™ 0 j NH
HAC H’l‘o
(4f)
NO,
(] = &
IR IR 298N ANIE
Hie™ 0 i NH WARD
HiC HA{}
(4g)

AINANIN 4.7 ANUUENWNENTWIBIENS 3,4 (A (81a5 WERA Iunuaraning
Tuannefili8ann-assnnaalsiindaiseljisen Seansnanioeiff@isUsiawani

LANFNTRATNNITAIGT 15
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4.5msﬁg@ﬁmﬂ§’msm"[mw%wwmmﬁﬁmagﬁué 3,4- (o (A 1AS INSRR 13

4.5.1 NITN1IANR/DULNKT (Melting Point)

a

dnasnAni eI (Feannisdaassiinfigalonaneoimiaailnanismig

NABNWaT Wawsaufsuiunissneauneunini wudnasnansioiynfaidansned
d?/ =\ o/ v dl v v o/ o/ 1 = o/
Tufiqanasnmasiulasadnedifsnsemls dimens 4.8 anwadnanaausaduiu

Tasssdnlfidnansndnineifdanssiulifinngniesazaseiv

L

A5 4.8 ANEMLVINAYATNTBIAIS 5,4—?@1?3‘[615?1/«‘%3‘3ﬁfuuuazﬂg us

. . . . FANABHINRIVBINITHAAN UG (°C)
TaseaE19nsLaRaasaIsuR RS o

21NN INAADI NN
0 [16]
203.7-204.9 203-205
Hae™ 0 | NH
e N
H
(40)
Er
(18]
211.4-213.4 212-213
o
Hyo™ O | NH
HyC N’go
H
(4b)
l
[15)
212.7-214.3 212-213
o
Hae™ 0 NH
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L

A5 4.8 ANEMLVINANYATNTBIATS 5,4—?@1?3‘[@15?1/«‘%3‘3ﬁfuuuazmé us

(sim)

. . .. Qﬂwa@ummwmmsmﬁmﬁmsﬁ (°C)
Trs985 199 AR BINTISNR AN 4N

1IPMINAADI FINNTITAINDI
H.3C-\- /.I:Ha
(17]
0 255.2-255.6 255-257
ch"ﬂ"“D | MH
HaC H,&. 0
(4d)
OH
a [16]
228.7-229.9 225-228
He™” ™0 | NH
HC H"l‘\\‘ o
(4e)
ND,
0 115]
209.1-211.2 207-209
HgCﬁD | MH
HiC HA{}
(4g)

IMNAITN 4.8 arN1andiugulfdn F1INARTUTYNERANFIATITN TA

< 4 \ & o
UIgnoga HAI9INTINYDITANADHIARULALNIN (1-2 ﬂﬂﬂqLeﬁ'@L%ﬁlﬂ) HBNIINUHK T?Wl"l

Y 9

[

AR ATIEE NN AR IS RITHANS 7 [ lagmiafle IR (Hnasd

U
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4.5.2 fiasrzAfinaaiindunsnsamunlasainil (Infrared spectroscopy)

o/ 3

Tunmsiigadienanyoinslassadnanizesmsnandaiidansnzfuiaminn

k4
v A

snssangailaemediansannlnsalnd (R spectroscopy) Whiimyasian

4.5.2.1 #19U5snay 5-(Ethoxycarbonyl)-6-methyl-4-phenyl-3,4-
dihydropyrimidin -2(1H)-one (4a)

dlasin 5-(Ethoxycarbonyl)-6-methyl-4-phenyl-3,4-dihydropyrimidin =~ -2(1H)-
one (4a) arnn1sFaAsIzAluanIazlstAensasslfisen lWasaadalaemaia IR
spectroscopy WAPNNNTAANALSIR IR vauazsineg Tumgiladdninutilaseasnouansds

A 4.2 uaraEnsnszymyieiiusine ulaseadne dauansluansns 4.9

(4a)

NN 4.2 IR Spectrum 224 d15U5enav 5-(Ethoxycarbonyl)-6-methyl-4-
phenyl -3,4-dihydropyrimidin-2(1H)-one (4a) ANNITRILATIEIA I

an1zUsiAInAdLsIU Az

A1919 4.9 SULUUNTRRYBINUEEATUsENBY 5-(Ethoxycarbonyl)-6-methyl-

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

oz \a2ARN (cm )
N-H stretching (secondary amines) 3,233.95
C-H stretching sp (aromatic) 3,110.99

C-H stretching sp3 2,978.01
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A1919 4.9 SULUUNTRRYBINUEEA1TUsENBY 5-(Ethoxycarbonyl)-6-methyl-

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

Wiz \RPARY (cm )
C=0 stretching (ester) 1,722.24
C=0 stretching (amide) 1,697.09
C=C stretching (aromatic) 1,642.03
C-0 stretching (acetates) 1216.39

9IAATN 4.9 URANHAAINITAANAUTIA R 289819U92n8U 5-(Ethoxycarbonyl)
-6-methyl-4-phenyl-3,4-dihydropyrimidin-2(1H)-one (4a) Wnasai

‘fﬁmjﬂ IR Spectrum U = 3,233.95, 3,110.99, 2,978.01, 1,722.24, 1,697.09,
1,642.03 way 1216.39 cm %xﬁLﬁuﬁ@H@ﬂ’I‘iﬁ/mmﬁuﬁ: N-H stretching (secondary
amines), C-H stretching sp2 (aromatic), C-H sp3 stretching, C=0 stretching (ester), C=0
stretching (amide), C=C stretching (aromatic) ay C-0O stretching (acetates) ANHATAL
u@ﬂmﬂ‘f:ﬁ'dfﬁmqmwﬂﬂumm 2BIN1TUTENDU WUdWﬁﬁ’N@ZﬂM@@NLM@QTMﬁ’N 203.7-

204.9 A9ANKAEEN TINAT FDAARBINUAISNBIITHABUNENT (11579 4.8)

4.5.2.2 f15Usenau 5-(Ethoxycarbonyl)-6-methyl-4-(4 -bromophenyl)-3 ,4 -
dihydropyrimidin-2(1H)-one (4b)

dlovinlumsnadalasmafia IR spectroscopy WAANNISAANANIIR IR 2BIRUTY
sne TumglardninuTulassadouansfanin 4.3 uazamnsaszymgiladidusinag e

Tas9agng sauamslimneany 4.10

Br ': ' ’
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AN 4.3 IR Spectrum 2a9819U5snau 5-(Ethoxycarbonyl)-6-methyl-4-(4-

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

A1919 410 ULUUNTTANIBINNEEN15UsENaY 5-(Ethoxycarbonyl)-6-

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

(4b)
a9z \a2ARK (cm)

N-H stretching (secondary amines) 3,233.54
C-H stretching sp2 (aromatic) 3,111.47
C-H stretching sp3 2,979.27
C=0 stretching (ester) 1,703.24
C=0 stretching (amide) 1,645.19
C-0 stretching (acetates) 1,217.87
C-Br stretching 605.14

1NANTN 410 WEAINAAINITAANANSIR R 289819U9En8Y 5-
(Ethoxycarbonyl)-6-methyl -4-(4-bromophenyl)-3,4-dihydropyrimidin-2(1H)-one (4b)
Winasail

‘ﬁmj@ IR Spectrum U = 3,233.54, 3,111.47, 2,979.27, 1,703.24, 1,645.19,
1,217.87 W 8% 605.14 e %uﬁu%’ﬂg@mﬁﬁ"mmﬁuﬁz N-H  stretching (secondary
amines), C-H sp2 (aromatic) stretching, C-H sp3 stretching, C=0 stretching (ester), C=0
stretching (amide), C-0 stretching (acetates) Wae C-Br stretching AMHATAL u@ﬂ@’mf:ﬁf\i

THnrqanannman 2a9angiaznay wudrfdasganasnimanlugag 211.4-213.4 a6

v
o/ ! Y A

AU TIRAT FEAARBINLANIDINBIIFEN DA (AN519 4.8)

4.5.2.3 d19U5en@U 5-(Ethoxycarbonyl)-6-methyl-4-(4-chlorophenyl)-3,4-
dihydropyrimidin -2(1H)-one (4c)

Feinluasaasalaemafia IR spectroscopy WEANNITAANEANIIR R 2B99UDe
singe DumgiarFuiinuTulaseassuanadanin 4.4 uazamngoazynyiadiusagg u

Tageasng sauamalimneny 4.1
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Cl

AN 4.4 IR Spectrum 2a9815U5en@U 5-(Ethoxycarbonyl)-6-methyl-4-(4-

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

A1919 411 §URUUNTISRNUBBINUEEH15UsEnaY 5-(Ethoxycarbonyl)-6-

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

a9z \RPARY (cm )

N-H stretching 3,234.07
C-H sp2 stretching 3,111.92
C-H spS stretching 2,980.51
C=0 stretching 1,700.64
C=C stretching 1,644.96
C-0 stretching 1,217.81
C-Cl stretching 780.12

AN 4.11 UAAINAAINITRANANTIR IR 289an9U9vnay ansdaenay 5-

(Ethoxycarbonyl) -6-methyl-4-(4-chlorophenyl)-3,4-dihydropyrimidin-2(1H)-one

Winasan

(4c)

‘?lllﬂgﬂ IR Spectrum U = 3,234.07, 3,111.92, 2,980.51, 1,700.64, 1,644.96,

1,217.81 W &% 780.12 cm’ %uﬁu%@g@miﬁl’wmﬁuﬁ: N-H stretching, C-H sp’

stretching, C-H S]o3 stretching, C=0 stretching, C=C stretching, C-0 stretching way C-Cl

stretching ~ ANNATAL waNINHEFnganannias 2eva19laznay wudnfigesga
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o/

NABNAAI TS 212.7-214.3 a9ANSAIBUE T9HAT FaAAREIAUAIEINBIATanaunting

(M99 4.8)

4.5.2.4 819U52nau 5-(Ethoxycarbonyl)-6-methyl-4-(4-dimethylaminophenyl) -
3,4-dihydropyrimidin-2(1H)-one (4d)

Fainlunsadalaewmafia IR spectroscopy WAANNITAANANISE IR 2BIRUTY
s TumgiladdniinuTulassadruansfanin 4.5 uazamnsaszymgiladdusinag

Taseagna sanamaliumneny 4.12

H
(4d)
NN 4.5 IR Spectrum 289815U9enay 5-(Ethoxycarbonyl)-6-methyl-4-
(4-dimethylaminophenyl)-3,4-dihydropyrimidin-2(1H)-one (4d)
M99 4.12 gﬂquﬂﬁsffr’uwmﬁuﬁzﬂﬁsﬂs:ﬂ@u 5-(Ethoxycarbonyl)-6-

methyl-4- ( 4-dimethylaminophenyl) -3,4-dihydropyrimidin-

2(1H)-one (4d)

oz \RPARY (cm )
N-H stretching 3,237.61
C-H sp_ stretching 3,109.98
C-H sp3 stretching 2,977.29
C=0 stretching 1,698.51
C=C stretching 1,645.59
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M99 4.12 g‘lJLHJUﬂ'li?%luil’ﬂdﬁuﬁzﬂ'liﬂﬁZﬂﬂU 5-(Ethoxycarbonyl) -6-
methyl-4- ( 4-dimethylaminophenyl) -3,4-dihydropyrimidin-
2(1H)-one (4d) (%i@)

a9tz VRYAAM (cm )

C-0 stretching 1,217.65

9INANT 4.12 URASHAAINTTAANANTIR IR 289819U5enay a19U5enay 5-
(Ethoxycarbonyl)-6-methyl-4- (4-dimethylaminophenyl)-3,4-dihydropyrimidin-2(1H)-one
(4d) Twasait
%mjﬂ IR Spectrum U = 3,237.61, 3,109.98, 2,977.29, 1,698.51, 1,645.59 uaz
1,217.65 cm’’ %ﬁLﬂuﬁﬂﬁﬂﬂﬁﬁﬁuﬂmﬁuﬁx N-H stretching, C-H sp2 stretching, C-H sp5
stretching, C=0 stretching, C=C stretching az C-0 stretching ATNAAL WanaINHE

VN9ANRBNIAAT 28913 NAY WUIIRE99AnanHIna uEa9 255.2-255.6 BIAN

v
1 ¥ A

AU TIRAT FEAAKRBINLANIDINBIIFENDWATING (AN519 4.8)

4.5.2.5 419U5znav 5-(Ethoxycarbonyl)-6-methyl-4-(4-hydroxyphenyl)-3,4-
dihydropyrimidin -2(1H)-one (4e)

Feinlunsaasalnewmafin IR spectroscopy WAANNITAANANISR IR 2BIRUEY
sneq TumgiladdnminuTulassadsuansfanin 4.6 uazamnsaszymsiadausinag

Taseae Aauanslumsng 4.13

OH i)
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AN 4.6 IR Spectrum A89IF19U5rnaU 5-(Ethoxycarbonyl)-6-methyl-4-

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

A998 413 §ULUUNTISHUBBINUEER15UsEnaY 5-(Ethoxycarbonyl)-6-

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

(4e)
a9z \a2ARK (cm)
O-H stretching 3,500.86
N-H stretching 3,271.43
C-H sp’ stretching 3,112.04
C-H sp3 stretching 2,980.57
C=0 stretching 1,677.65 uaz 1,639.85
C=C stretching 1,598.71
C-0 stretching 1,227.83

FINAITN 4.13 me\mﬂmmiqmﬂﬁu%’\‘lﬁ R 289a15U9eney a15U5eneay 5-
(Ethoxycarbonyl) -6-methyl-4-(4-hydroxyphenyl) -3,4-dihydropyrimidin -2(1H)-one
(4e)Winanaii

#aya IR Spectrum U = 3,500.86, 3,271.43, 3,112.04, 2,980.57, 1,677.65 fiu
1,639.85, 1,598.71 uaz 1,227.83cm’ | e?@!\uﬁu%’ﬂuﬂﬂﬂﬁﬁmﬂ\iﬁuﬁz O-H stretching, N-H
stretching, C-H sp2 stretching, C-H sp3 stretching, C=0 stretching, C=C stretching W@z C-
O stretching AINAFL uﬂﬂmﬂ‘frﬁ’ﬁﬁmﬁzmﬁaﬂmmm 2BIN1TUFLNDU Wudﬁﬁﬁfmqﬂ

o/ !

NADNINAIIHE 228.7-229.9 S9ANTATUE TI5HAT NaAAKaIAUAIE19BIAITa faNntin

Vv
Py

U (%1979 4.8)

4.5.2.6 9419U5znay 5-(Ethoxycarbonyl)-6-methyl-4-(4-methoxyphenyl)-3,4-
dihydropyrimidin-2(1H)-one (4f)

Feinlumsaasalaewmafin IR spectroscopy WAANNITAANANISR IR 2BIRUTY
sine TumyfilaridnfinuTulasesdnauanedonin 4.7 uazaunsnszymylaridusingg u

Taseasng sauamslimneny 4.14
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OCHs;

H,c” o | NH

HC™ N
(4f) H

AN 4.7 IR Spectrum Aasd15Usznay 5-(Ethoxycarbonyl)-6-methyl-4-(4-

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

A9 4.14  §ULUUNTISHRBBINUEER15UsEnaY 5-(Ethoxycarbonyl)-6-

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

(4f)
oz \RPARY (cm )
N-H stretching 3,234.34
C-H sp’ stretching 3,106.42
C-H sp3 stretching 2,955.81
C=0 stretching 1,702.99
C=C stretching 1,646.04
C-0 stretching 1,218.14

9INANT 4.14 UFASHARINITAANANTIR IR 289819U5eney a19U5enay 5-
(Ethoxycarbonyl)-6-methyl-4-(4-methoxyphenyl)-3,4-dihydropyrimidin-2(1H)-one  (4f)
Winasad

Haya IR Spectrum D = 3,234.34, 3,106.42, 2,955.81, 1,702.99, 1,646.04 uaz
1,218.14 cm_ %@Lﬁwﬁmj@mﬁﬁ"mmﬁuﬁz N=H stretching, C-H sp stretching, C-H sp’

stretching, C=0 stretching, C=C stretching Wa% C-0 stretching AMNA1AL WaNINTEI A



5%

VI9ANABHINAT VBIA1TUTZNDY WUINREINGANADNIAAT [WEI9 200.4-201.2 BIAN

RAEEN TINAT FEAAADINLANEINBIITENDNAHIN (A1519 4.8)

4.5.2.7 419U 5¢nau 5-(Ethoxycarbonyl) -6-methyl-4-( 4-nitrophenyl) -3,4-

dihydropyrimidin -2(7H)-one (49g)

Weinluasaadnlaemafia IR spectroscopy UAANNNTAANAWSIA IR 9B9WHGY

sine Dmgileridninululaseadouansionin 4.8 wazananszymyieidusiaog T

Taseadna sauanslumneny 4.15

AN 4.8 IR Spectrum Aasd15Usznay 5-(Ethoxycarbonyl)-6-methyl-4-(4-

nitrophenyl)-3,4-dihydropyrimidin -2(1H)-one (49)

A998 4.5 §URUUNTISHUBBINUEEH15UsEnaY 5-(Ethoxycarbonyl)-6-

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

oz \a2ARN (cm )
N-H stretching 3,226.99
C-H sp’ stretching 3,113.10
C-H sp3 stretching 2,976.41

C=0 stretching

1,724.38 wae 1,697.59

C=C stretching

1,639.68

N-O stretching

1,517.39 wae 1,346.96
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M99 4.15 g‘lJLHJUﬂ'li?%luil’ﬂdﬁuﬁzﬂ'liﬂﬁZﬂﬂU 5-(Ethoxycarbonyl) -6-
methyl-4-(4-nitrophenyl)-3,4-dihydropyrimidin -2(1H)-one (4q)

(s13)

a9tz VRYAAM (cm )

C-0 stretching 1,084.14

9INANTN 4.15 URAINAAINITAANEANIIE R 2898719U5eney a19U5enay 5-
(Ethoxycarbonyl)-6-methyl-4-(4-nitrophenyl)-3,4-dihydropyrimidin ~ -2(1H)-one  (4q)
sl

#aya IR Spectrum U = 3,226.99, 3,113.10, 2,976.41, 1,724.38 iU 1,697.59,
1,639.68, 1,517.39 iU 1,346.96 uay 1,084.14 cm ' Bafiufieyanisduesinee N-H
stretching, C-H sp2 stretching, C-H sp3 stretching, C=0 stretching, C=C stretching, N-O
stretching WA C-0 stretching AMNATFL u@ﬂmﬂﬁﬁiﬁfﬁmqwmmm 10981319 NaU
wudndasganaananlutag 209.1-211.2 ssriradd GolA1 aanndesiuriEneds

[ 1

FTUNDUNHIN (1979 4.8)

4.6 nsAnusERNEnNeasdAnI-nassanaalss
TuduneuiifiunisAnuiniadainanzsiansdsznay 5-(ethoxycarbonyl)-4-
(phenyl)-6-methyl-3,4—dihydropyrimidithione  tage Mundaf (adU3unns 0.10 AaRARS
(1.0 Aadlua) wfian:dlaardan3unns 0.13 Radans (1.0 Radlua) uazgBasuam
0.0721 n5u (1.2 Radlua) Hdan-masiananlss Wudaselffsenlaenismasey
drmanasiidant-mesiananlafamnsaindunntidnnieligomnf 80-90 eeen
waBes anUiizeninauysel nan1ameassanstuange 4.16 laeieunisiinaus
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UVIRAT M A9 TUENNNET (1)

Fa9n19rU3namg (v) ezl

Toes

ATARIN Y
m
D= -
Y%
m
n= —
Mw
m = n X Mw
n X Mw
D= ——
Vv
n X Mw
V = T,
D
n = 9743%mol

D = ATNWNTLHL
Mw = m@Tmmq@
m = NIRVBNAS

v = UFums
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1.1 fipani9iwden 1 HaAluares Benzaldehyde a=diaald Benzaldehyde U3u1m3

winla (Mw = 106.13 g/mol, D = 1.045 g/ml, n = 1 mmol)

NGRS
n X Mw
V =
D
-3
(1X10  mol) X (106.13 g/mol)
9z V=
(1.045 g/ml)
v =0.10 ml

ol zdiaal¥iunmsaes Benzaldehyde (1 mmol) Winfiu 0.10 AaAAMS

1.2 $aan19ie3en 1 RaALNAYBY Ethylacetoacetate  az$iaal¥ Ethylacetoacetate

Y3umswinle (Mw = 130.14 g/mol, D = 1.045 g/ml, n = 1 mmol)

FINYAT
n X Mw
V =
D
-3
(1X10  mol) x (130.14 g/mol)
9:ld v =
(1.045 g/ml)
v =0.13 ml

2
o o A aa

914 axfinslU3u1ms989 Ethylacetoacetate (1 mmol) Wiy 0.13 RaRARS

1.3 Fa9n19Leaen 1 AaANaned Urea  aefiasld Urea Usnaaawinla (Mw =

60.06 g/mol, n = 1.2 mmol)

@’Iﬂ’sg@]’i
v=n x Mw

a2l8 v=(1.2X10" mol) X (60.06 g/mol)

v=0.07219
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5975 A faalHUsH1m9289 Urea (1 mmol) windiu 0.0721 n4e
(Mw = 185.02

1.4. fian19w3en 1.0 ARALNAYE9 4-Bromobenzaldehyde
g/mol, n = 1.0 mmol = 1 mmol)
NG9
m=n X Mw

azls  m= (1X10"° mol) X (185.02 g/mol)

m =0.1850 g

ol 9zdiaal¥iunmsae9 4-Bromobenzaldehyde (1 mmol) winfiu 0.1850 N5

1.5. AiBIN19LH3eN 1.0 ﬁ@ﬂjﬂﬂﬂm 4-Chlorobenzaldehyde  (Mw. = 140.57

g/mol, n = 1 mmol)
9INYA9

m=n X Mw

azld  m= (1x10"° mol) X (140.57 g/mol)

m= 0.1405 g

2
o o

ol 9zdinal¥Uiunmsae9 4-Chlorobenzaldehyde (1 mmol) Winffu 0.1405 n5u

1.6. #i99n154A38H 4-Dimethylaminobenzaldehyde 1.0 fa@lua (Mw = 149.19

g/mol, n = 1 mmol)
INGAT

m=n X Mw
azls m= (1}10"" mol) X (149.19 g/mol)

m= 0.1492 g

i azfos 315195289 4-Dimethylaminobenzaldehyde (1 mmol) winfiu 0.1492 n5x



1.7 $im9n19tma8H 4-Nirobenzaldehyde 1.0 #adlua (Mw

n =1 mmol)
MNGAT
m=n X Mw
azls = (1X10™° mol) X (152.12 g/mol)

m= 0.1521 g

Fatii azdipslFUin1m9989 4-Dimethylaminobenzaldehyde (1

0.1492 NN

73

= 152.12 g/mol,

mmol) AU

1.8 #29n191038H 4-Methoxybenzaidehyde 1.0 Ra@lua (Mw = 136.15 g/mol,

D = 1.119 g/ml, n = 1 mmol)

INGAT
n X Mw
V=
D
-3
. (1X10  mol) X (136.15 g/mol)
avld  v=

(1.119 g/ml)

v=0.12 ml

9 avfiaaliu3unmsaes 4-Methoxybenzaidehyde

[ANNNT

)

(1 mmol)

WinAy 0.12
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1.9 AB9n19WwiBen 4-Hydroxybenzaidehyde 1.0 A8AMMA (Mw = 122.12 g/mol, n = 1 mmol)

MNGAT
m=n X Mw
azli = (1X10™° mol) X (122.12 g/mol)

m=0.1221 g

[
o o

934 avdiealfUdnngues 4-Hydroxybenzaidehyde (1 mmol) winfiu 0.1221
N5
2. MEAHIRRIUSHIRALSIU AT

Tosanftaunuilasigudmoluasanasad

aaa

2.1. Ug]ﬂ‘i%l’]ﬁfl Benzaldehyde uanssagi
simiinees Benzaldehyde = (1x10°° mol) x (106.13 A3H/mol)
= 0.1016 N34 (Aeudy 100 %mol)

f116189n19 SiO/FeCls 10 %mol

' 10
FeFABIT Si0,/ FeCls = 0.1061 NSH X -
1

= 0.0161 N5

f116189N19 SiO,/FeCls 20 %mol

' 20
FeFABIT Si0,/ FeCls = 0.1061 NSH X =
1

= 0.0212 N5«

f116189n19 SiO,/ FeCls 30 %mol

o & . 30
9eABN SiO,/ FeCls = 0.1061 NN X —

= 0.0318 N5«



75

f11689N19 SiO,/ FeClz 30 %mol

| 40
eABNEY SiO,/FeCly = 0.1061 NTH X —
100

= 0.0424 NS4

aaa

2.2 ﬂg]ﬂ’iﬂ’rﬁﬁ 4-Bromobenzaldehyde 1 AaRlna Winansmagin
iﬂ%ﬁﬂ‘ﬂm 4-Bromobenzaldehyde = (1><1O_5 mol) x (185.02 g/mol)
= 0.1850 n3u**Amudls 100 %mol

f116189N19 SiO./FeCls 10 %mol

10 N5N

axfineds Si0,/FeCls = 0.185013H x 5
100 N5

= 0.0185 N5N

1
aaa A A

2.3 dpizsniy

v

4-Chlorobenzaldehyde 1 Ra@lua ansmafios
ymiInees 4-Chlorobenzaldehyde = (1x10°° mol) x (140.57 gfmol)
= 0.1406 134 **Aadu 100 %mol

f116189N19 SiOx/FeCls 10 %mol

10 NN

A9 Si0,/FeCls = 0.1406 N5H x 5
100 N9H

= 0.0141 N5¥
2.4 Uf]ﬁ%mﬁﬁ 4-Dimethylaminobenzaldehyde 1 fadIna inanssiagiu
‘Li’mﬁﬂﬂm 4-Dimethylaminobenzaldehyde = (1><1O_3 mol) x (149.19 v/mol)
= 0.1492 N3N **Asufln 100 %mol

f116189N19 SiO./FeCls 10 %mol

10 N5H

qxfiasds Si0,FeCl; = 0.1492 N3N x »
100 N5

= 0.0149 n3u
2.5 UjA3e1718 4-Hydroxybenzaldehyde 1 faAlua iinanssias
#vHn2aY 4-Hydroxybenzaldehyde = (1x10"" mol) x (122.12 g/mol)

= 0.1221 n3u **AaLfli 100 %mol



f116i89N19 SiO,/FeCls 10 %mol

10 NSH

Az faei SiOy/FeCly = 0.1221 N9 X »
100 NSH

= 0.0122 N3u
2.6 UJARe17IE 4-Methoxybenzoldehyde 1 Radlua (inanasiad
iﬂﬁﬁﬂ‘ﬂm 4-Methoxybenzaldehyde = (1><1O_3 mol) x (136.15 g/mol)
= 0.1362 n3n **AnaLdu 100 %mol

f116i89N19 SiO,/FeCls 10 %mol

10 N4N

9A89%9 Si0,/FeCls = 0.1362 N3N x »
100 N9H

= 0.0136 N5N

1
aaa A

2.7 Ufjiaend

U

4-Nitrobenzaldehyde 1 fiadlua Fnanssagi
yminees 4-Nitrobenzaldehyde = (1x10°° mol) x (151.12 g/mol)
= 0.1511 n5% **Anuils 100 %mol

f116189N19 SiO./FeCls 10 %mol

10 N5N

9xfiDea® Si0,/FeCls = 0.1511 N3H x »
100 N5

= 0.0151 NS4

° ¢ & o a a_ o a ool a
3. ﬂ"l‘iﬂ’m’amL‘lJ’rJSL‘n'umN@N@mﬂﬂﬂﬂﬁimamﬂmmﬁﬁﬂﬂ’]‘sﬂﬁLﬂi’IZ‘Vi‘qum‘lﬂgN
80-90 C

SN AN SRRSO E NN nNTARE

IMNFATAMUIAIDERINANAN =~ — — x 100
mwuﬂmim@mﬂmmw\fm@’quwg
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%’ o/ a dl % = 1 o/ o/ v gj o/ a
uﬂﬂuﬂwaw@mwTﬂfVﬁﬂwqwgwmm_l 0.2602 N9H LRIUINUNNANARA

dl v 1 o/ o/
AlFarnn1amaaaayinty 0. N5
ATRIIAS DU RZNANA

NS4
% Yield = -
0.2602 N9N

= 84

x 100

o/ 3 v a s 1 o/
PNUL FRHURENANAAHNATLYIINY 84

#1519 20 mﬁm’%ﬂums@gﬁuéﬂm I L Gl

HIN PITH
y UFH1UETT . UaHIURT
AN3DYUE Tuana ATaIIOH T I )
(mol) NATHRIDILA
(g/mol) (g/ml)
Benzaldehyde 1.0x10°° 106.12 1.04 0.10 ml
4-bromobenzaldehyde 1.0x10™° 185.02 - 0.1850 g
4-Chlorobenzaldehyde 1.0x10™° 140.57 - 0.1406 g
4-Dimethylaminobenzaldehyde | 1.0x10™° 149.19 - 0.1492 g
4-Hydroxybenzaldehyde 1.0x10°° 122.12 - 0.1221g
4-Methoxybenzaldehyde 1.0x10°° 136.15 1.119 0.12 ml
4-Nitrobenzaldehyde 1.0x10~° 151.12 - 0.1511 g




A9 21 NISLATENAIALSIUAT12B9BRNUE (10 %mmol)

-4

N1TBUYNUE
asRasiu
Benzaldehyde
4-Bromobenzaldehyde
4-Chlorobenzaldehyde
4-Dimethylaminobenzaldehyde
4-Hydroxybenzaldehyde

4-Methoxybenzaldehyde

4-Nitrobenzaldehyde

m@‘fm'aqa (g/mol)
106.12
185.02
140.57
149.19
122.12
136.15

151.12

USuuAasaliizen

mmol g

10 0.0106
10 0.0185
10 0.0141
10 0.0149
10 0.0122
10 0.0136
10 0.0151
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