)
w3

NMMTVAATIUAZ LA NI TNAREY

_ | | . \ |
ﬂqfwﬂaﬂqﬁ 1 mMItnduy 4,6,7-Trime thoxyquinazoline (dnrlssnaufi IX)

AzANY sodium metal 2 n¥y (0,086 mole) ;'Eﬂ anhydrous
methanol 50 Ud, YT 2 A8 ﬁﬂwﬁqéﬂﬁﬁ condenser éﬂﬁ calcium chlo~
ride drying fube @éﬁﬂaqﬂ condenser %nﬂa%ﬁqdhmELLﬁuﬂqiaqiﬂ Lﬁﬂ
sodium me‘ba.l azanunun 18y 4=Chloro=6, 7-dlmethoxyqu1nazollne > nfu
(0.009 mole) reflux Tu paraffin bath. d’r}’?ﬁﬂﬁ 110-115°¢ 4 ‘II'JTJN
Wz ing solvent T TR P Ly znuiqulﬂuuqn “ ;ﬁuuﬂsﬂuﬁqiﬂ
ydasazaqlathinarsmunsn o tderae nroenznel avemmihtiy vaznay
Tmungly arying pistol dian so Sl ?Jiﬂ 4,6,7~Tr1methoxyqulnar
zoline 1.47 nFU (75 2) § maps 151—153°C

¥ LT I
ﬂ"]?‘)lf’l?"luﬁ 011 12 2 3 MMU2ENIN G

1. W % ¢ laz B (leunndentall imidninauing)

M 4G C = 59,996 § H = 5,487 %
.J -
MIFATIZN C = 60.26 %  H = 5,72 %
4
2, IR spectrum (31]1/1 8.1}
Stretching vibration wavenunber (cm"'1)
‘)= CH 3010 (w)
1)-O-CH 2840 (w)

3

WJ’TEJWQ.H w = weak intensity
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4
3, UV spectrum (gﬂﬂ Be2)

CHC1

A‘m'en:}c B(n.m;) € (xnole""l cm“‘i_)
288 16800
304 9660
318 " 8560

v
4+ NMR spectrum (gﬂﬁ 8.3} MM 59

v ¢ ¥
5. TLC 14 silioa gel GF 254 111 adsorbemt 71 mobile phase 1%

solvent 2 systenm

chlorwfoxrm : methanol 19:1 _
4
grsirenaudl vizz 1 RE = 0.81 (UV active)

ﬁﬁfﬂr:nﬂuﬁ IX I Rf = 0.73 (UV active)

chlorofoxrm : ethyl acetate 2:1

ﬁﬁfﬂ?znﬁuﬁ vizz §  me

0e58 (UV sctive)

dﬁ?ﬁ?:ﬂﬂﬁ% 1x % gme

0634 (UV active)

qmﬁnﬁﬁquﬂqﬂﬂﬁw
_ 108
1 tuzeeusie Fam lufindu
.o
2. luazatmin

I :
#za Y ALY chloro form, carbontetrachloride
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mmmmﬁ 2 MTLATHY 6, 7=Dime thoxyquinazoline-4-anide (§17U7nAL
dXI)

#2878 NaCN 0,45 NTi {0,009 mole) MU 0.5 3.
1uﬂ?ﬂ 2 (nﬂquﬂﬂﬂu condenser ﬂﬂﬁﬂﬂéﬂﬁﬂﬂu separatary funnel)
%mg‘lu water bath ﬂﬁmmgﬁ 50-60°C AOH 4 NUAEATAZAANTOY 4-Chloro-»6
7-dimethoxyquinazoline 2 NFU (0,009 mole) 14 DMSO 200 Na. uﬂumq
separéiory funnel tﬁﬂlﬁﬁﬁﬂiﬂsaﬂUWNﬂuéa reflux éﬂiﬂ,5 %hiuq il

v & 1 V P L 4 [ & 1 4
Intiunas (vagin i 500 Uae WITWMIAUE TAZAAUIL (AAZNAY NTAY 1AZATY
ﬂ“ﬂﬂu?tn’ﬁﬂ;fﬁlfm nznaulyl recrystallise At ebhanol MANAMULNOTL 894
dnsitlamy ddethyl sther a¢le 4-Cyanom6,7~dime thoxyquinazoline

(mfﬂa‘vnﬂu%! X) 1409 7N (57 %) U m.ps 218~221°C (decompose)

RLANY 4~Cyano=56,f=dimethoxyquinazoline 0.43 nfy
v , ¢
(0.002 mole) 1% absolute ethamol 20 Ha. AU 3 % H,0, fngusfln )
10,3 DU (0,009 mole), 25 % KOH - 0.57 0¥ Ul refiux U water
é s 0 .0‘ A i o 'y &1 < ﬂf O
vath Tigumgll 45°¢ A 1 Flug 30 undt ummmm‘lmﬂumqmwgﬁ 3-5°¢
] -7 ‘!‘ L4 v
qeifinnznen  wdn7laly cooling bath 2 Frlud NTEYAZNON ANnZREUMIE
v 4 R 2 v ﬁ vy
wtin Ul recrystallise T4 dioxane Wandeauuantu uazatednsiiianas
v L~
diethyl ether 9%l 6,7~Dimethoxyquinazoline=dmamide 0,14 DU (30 %)

ﬁ MeDo 239~241°C (decompose)
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A o ¢ w b sl
ﬂ")i")lﬂ?’*lm'CHH“NBOB ATHIENNY

14 IR spectrum (gﬂfg 10,1}

stretehing vibration wavenumber (em"1)
l}= CH 3000 (w)
V.5 | 1700 (s)
))-N-H , 3280 (m) WAz 3200 (m)
VY Can 1600 (s)
Veoc 1495 (s)

wmuig s = strong intensity
m = medium intensity

w = weak  intensity

2. UV SpeG'qum (gﬁﬁ ‘10.2)

CHCL,
max  (n.m,) € (mole™! en™ )
249 ' 13600
343 4400

4 't ﬁ
3, NMR spectrum (gﬁm 10.3) W 61
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? . ' w .
4. TLC '1?1 silica gel GF 254 lﬂu adsorbant UAZ shloroform:methanol

4944 11 mobile phase

dnrdrenen X 0 RE = 0492 (UV active)

dvtrenay XI § RE = 0457 (UV active)

o WAV AN

R T

1o unAnaidy deae luflndu
¢ ¥ o
2. luazanslui

9
azanulnly chloro form

M arnaad 3]

4
NAUNINI TNRE DY

. v v 1. g
1, autnfoddleluuneiiguugl 12c 5 Falug
' v

¥ ¥
2, NaBr, KBr, NaI, KT Q% CH,C00Az noveulnuvq

3
]
ﬁqmmgﬁ 126°c 1 FILN

N o, S ": v
3, el DMSO LAlY  anhydrous MgSo,

-
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anMﬂﬁﬂqﬁ 3 ﬂﬁﬁ?ﬂqﬁﬂq 4-Chloro-6;7—dimethoxyquinazoline (497

ﬂisnﬂuﬁ VIII) fI NaBr

azanH NaBr 0,103 NTL (0,001 mole) fay DMSO 20 4.
Tugan 2 na ﬂﬂﬁﬁqéﬂﬁﬁ condenser %ﬂﬂsqﬂ@quéaﬁh calcium chloride
drying tube %nﬂﬂuéqﬁhw§htﬁuﬁﬁsaqiﬂ 9Mn 2 ﬁﬂﬂ&1u paraffin bath
ﬂﬁﬂmmnﬁ 135-140°C Lﬁa NaBr A:artvim (Al 4-Chloro-6, 7—d1meth0xyqu1—
nazoline 0, 224 Ny {0,001 mole) reflux 2 ﬁ?iuﬁ ?ﬁﬂﬂﬁ?ﬂﬂﬁﬂnﬂ?ﬂ
116 Tegfléf solvent 3 system ﬂgnfﬂdimﬁqsmﬁﬂq RF i 6,7-Dimethoxy~

4(3H)=quinazolone ﬁh%

RE

chloroform : methanol 19:1
A4eeChloromb , T=dime thoxyquinazoline 0476
6 4 7T~Dime thoxy=4( 3H)=~quinazolone 0.61
compound from reaction 0,61

benzene- -t acetone 1:1.
A=Chloro=6,7~dimethoxyquinazoline _ 0,80
6 5 7=Dime thoxy=4( 3H)~quinazolone 0.35
cbmpound_from reaction 0.35

chloroform : ethyl acetate 2:1
4=Chloro=6,7=dime thoxyquinazo line 0.56

. 6,7uDimethoxyh4(SH)-quinazélone Q.43

compound from reaction 0.43
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4 | -
MINMedY 4 ﬂﬁﬁ?ﬂﬁﬂﬂq 4~Ch1010w=6 4 Tmdime thoxyquinazoline (A7

R |
Usenauf vIIT) M XBr -

azantl KBr  0.119 nFU (0,001 mole) A11l DHSO 20 1.
Tugqn 2 80 ﬂmﬁﬁ!w'mf‘fu condenser Fanratlantnetil caloium chloride
drying tube Fnnevitedmiiifudasadly 29n 2 ﬁﬂﬂish‘u paraffin bath fa’i
qmwgﬁ 135”14d30 lﬁﬂ KBr Azarunun iy ﬁ;Chloro-6,7—dimethoxyquina—
zoline 0.224 DF} (0,001 mole) reflux 3 Falue  3manIumdeuman TIC
Tatl4 solvent 3 system ﬂﬁ‘ﬁ?m‘lﬂzﬁqfﬁﬂrzﬁ Re A 6, 7=Dimethoxy=4 ( 3H)=

quinazolone ﬁhﬁ

RE

chloroform : methanol 19:1
4wChloro=6,7=dimethoxyquinazoline 0.80
6, T=Dimethoxy=4(3H)=quinazolone 0,63
compound from reaction 0,63

benzene : acetone 1:1 |
4w=Chloro=6,T=dimethoxyquinazoline 0.78
6, 7T=Dimethoxy=4(3H)~quinazolone 0445 %
compound from reaction 0.45 |

chloroform ¢ ethyl acetate 2:1
4mChloro=6,7=dimethoxyquinazoline 0.62
6,7=Dimethoxy=4 ( 3H)~quinazolone 0.51

compound from reaction 0451




25

mmeandd 5 U§ATu1284 4=Chloro=6, T=dimethoxyquinazoline (817

]
veeneuft vITI) §U NaI

42078 NaT 0015 n¥U (0,001 mole) A9t DMSO 20 .
Turn 2 na AEWINPORl condenser 241 colcium chloride drying tuve
auﬁﬂﬂquﬂnnamuqﬁqasn1ﬁuﬁqs@q1ﬂ 1ﬁ@ Nal QsanHnun Lnqusﬁfvnaum VIII
00224 1fU (0.001 mole) th'll reflux I paraffin bath ﬁqmwgﬁ 135~
140°¢ 1ﬂﬂ_ref1ux,1ﬂ 1 &4l ¥ e 1ﬂﬁﬁﬁfﬂ¢snﬂuwﬁﬂq RE WU 6,7
Dimethoxy=4(3H)=quinazolone (ﬂﬂ?ﬂ?Sﬂﬂu% vIiI) 1glﬂﬂﬁ reflux 12'
CA ?ﬁqnﬁ7Mﬂﬁﬂn;1ﬂ 11¢ 1atld solvent 3 system danilrsneufl vizT

ot -3 ' s g
fetRenfRTuqlaviun Fall

RE
chloroform : methanol 19:7
. .
dn5ulszneui vIII  0.85
4
d1UTenaun vII ; 067
ansrznananyiisua 0.67, 0485
benzene : acetone 1:1
ﬁqiﬂ?:nﬂnﬁvxxx 0.78
4
darilsznouy viz Ov 41

"

a1 sz neueanunTag 0e41, 0.78




26

chloroform : ethyl acetate 2:1
. l -
dqsrenauil vIIT
ﬁﬁiﬁisﬂﬂuﬁ VII

"

d151 7 2nauaanlfnTun

RET

0456
0049
0049, 0.56
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Mol 6 UffTun289 4=Chloro=6, T~dimethoxyquinazoline (g17U7eney

ﬁ VIII) M XI

_ <. |
wwnqswﬂﬂﬂqLmﬁﬂuﬂﬂﬂﬂ?mﬂaﬂqﬁ 5 unls KI 00116 niu

v v vt .8
(0001 mole) WY Nal WAdaUAdY TLC LeUld solvent 3 system LWA4 RE A4l

Rf
chlorvoform : methanol 19:1
‘g .
dqsisenaui vIII : 0+80
‘f .
drslsenauin vII 063
darsenauvnifiten | 0463, 0480
benzene : acetone J:1
\ A
dnlsenaun vIII 0.77
ﬂqsﬁs:nﬂuﬁ ViI 0+34
g5t nanenifizu 0a34, CoT7
chloroform : ethyl acetate 2:1
4
417U 52nauyn VIIT 0457
4
dqnilgenouy vII ‘ 0e42

dnrs gnausamlgisen | 0e42, 057
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mMvaaedil 7 URRTHN98N 4~Chloro-6, Tmdimethoxyquinazoline (#17UTgnal
4
il

VIIT) 1} CH.COOAg

3 .
e & Qo Y d "V y -
NI TNNAD Y LUUBUNUNY TNHABN 5 Llﬂ‘l G CHBCOOAg 0. 167

- ' v Y v,
nfU (0,001 mole) uny NaI wadeundy TLC latls solvent 3 system Tnmn

RF ﬁ&ﬁ
RF
chloroform : methanol 19:1
, J , )
d7senaui vIII 0,82
4
AMTUrenauy VII 0¢5%
- gnrnlsenauennyiiTue 0.531 0+82
benzene : acetone 1:1
- g
d17Usenau vITT , 0,88
-]
dasusenend vir 0s%5
dn 1l rzneusaniiiTun 0435, 0.88
chloroform : ethyl acetate 2:1
4
A7UT2NOUN VIII 0472
ﬁqsﬁ?znﬂuﬁ VII 0637

.1

gyt renauvanuRfTun 0437, 0.72




