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Preparation of some new oxazepine, benzocazapine,
and oxazepan compounds derived from the CHF
bases

Assistant Professor Dr Naam Hazem Saleem
Researcher Abdulla Dhyaa Abdulla

University of Mosul College of Education for Pure Sciences

Abstract:

In this study has been prepared of compound ( 1) ( 2- ( 4- (dimethylamino) benzylidene )
hydrazine —1-carboxamide ) by the reaction between ( 4- (dimethylamino) benzaldehyde )
and semicarbazide , Then formation the compound ( 2) (( 5 — ( 4-dimethylamino ) phenyl )
1,3,4- oxadiazol —2—- amine ) followed by 12 — mediated oxidative (C-O) bond , Schiff bases
( 3-5 ) have been produced by the condensation of compound (2) and the benzaldehyde
dervatives ( 4- chloro benzaldehyde , 2- nitro benzaldehyde , 2,4- dimethoxy benzaldehyde
) , and Finally , the new compounds oxazepine , benzoxazepine , oxazepane ( 6-14 )
prepared by the reaction of anhydride ( phathalic , maleic , succinic ) with Schiff bases

The synthesized compound are identified by physical ( melting points , color change ) and

spectral method such as ( IR, Proton — NMR

dadial)
2a) 53 jlae 3,3 o LS 5 b (5 sind 4y ume LS je o4 diladall e dalal) LS )
Coslly Cpagills anS V) A Lo gl diladall e Sl A ) ol S )
i sl Ao (pa Ay alua L) Ailaidll e lilal cles of (@l
saall Lewal sy LS all o3 Jlia Cum | Pla ye 5 del 3l Qlall 5 sl Leilils
Clilee (A bl H W Ol LS Ol jail g 5 elual 54 58 il sl Lgbaa s

@ ey 3V 5 i s sall 5 <l s SIS 1A & )

5,0 Lo g sind il dlaiall e dalal) dile 5 W) Gl yall (e J5 ol 514,31 2y
b LS all o a5 ) (fin 3 5 G el 5 IS G35 s (0 s e )
431 esiVl 2y @ ddall 8 el @Y adse o laladie] e

AV



f‘r e clua s )

167 ssbust i) Alay g dalle 4l o Ay ) il jeday Cua 1)) Ein) ISV 5 5bIalus )
e Aagme it 5l S pdas ga s GLS el o0 Al il Aa Yy Jse/d s slS
Gl Cmn g Gy Aad 5 Apen) J 00 54,3 1 litie cuwi) s () dala))
LSl Leisanl s Apall 5 Lo sl ) Lgilladl | ks dpalall ALK 2 goall (3 and 5 (3l
LS kil g afiljall cliliad cuadin) dua Aol )3l AsVaually deluall
anti-) 5L sl Al el AadlSa 85 Ly Sl 5 bl il g plall claliasS Creadi)
@nti-HIV) 4,8l deliall (el Gus b dadlse Ay Uyl Clilas (HVB

OB a3 s el du) liadlas Cuandiin Gl 5 i g Judl Cilabiaa

LS pall llladll (8 5S ) s ablud g 30 daa ol o dpeal (2l 2ol @l ) LS
e O Bl ) 08 8 e Gaalall e B0 i) de gandd e 33V Ja cdle s
LOVO FEN PR Y L VA PR VPE N PR [ § A IO 1 PRSP\ P R
Ot aall ilalianS 5 19 (MHV) daalas g il 5 plall B2y jladll 1 Sl culabiaS
1)sd il ac) S 5 83 ga sall a5l 5,0 (gl s jliall Cilsie S0 Jlad il
3 0sSs La ) (a5 W) Bl o o sialal ST 285 138 (8 ULl s Aladll 6 Lage

09 ) gl Al e Y g

& ssinds duilatie pe dalall daelin LS jo e 3 ke O3l -3,1 G S 5V QLS e o
Gl 5 AV ana s A 50 (al 52 LS yall s3gly | B0 a5 can g 83 e LeaS S
LS yall o8 Craddind Eum @D Ua ) dm Allad g 3aliae ) el sa ) 3 iy 3aS
¢ sl 138 Jae 48080 () Cas (Dibenzoxazepine) Jie dpdill 41 am Lagla | jlae
<o (amoxazeping) S el Jary i) guall & (KIg A geba e GLad¥) s JAl
COle 5 (b9 (g 3e 0 Aol Baxy IS 5 (430535 s O 500 5 Gl oY) Ll (S5

LB (L sh s pll) Apad s el oum jal g 0laS pasiud Lgily an g 285, @ (el 0

anti-) @Al Gllbads Jeaiad Al degadl AiVasall L) e aall s
Shiliass @) (angiogennic) asedl G ¥ e Jeas ) 51, @ (anhytham
el clils (g3l e g a8 3l s @D(CNS) 4ilad s @O (anti-spasmodic) =kl

EICICI

aal Al e (05-3,1 OeoleSsl) Ailaial e deludl clilall jeasd ol oSa
Otiza s 33Y) A sanal dapa jall 3] () W e 5 Gl S LI e Gy jues)
L3228 g Jlaedl )l ael il (C=N)

tard) ¢ 5ad)
. Aaddliall IBYESY

(M.P.) Jleai¥l da 0 8 Slea

AVY



[ a3 GLOLS 5l | 38 o5 5, G LS 5V LS e amy pudass )

Electrothermal melting point Apparatus (not corrected)9300
o) yenll a3 AadY) Gl Slea
Bruker Alpha FTIR, Germany, Tensor-27
Ol pendaliaall (699l il Casha Slea
Varian Agilant (USA) , 500MHz , DMSO Solvent
: sl (&l jh
O (1) (200 (S 32 1S =1-C 51 oA (sl S (3a) i (AE-4)-2) e -]

o (Menlln (el diie SE)-4) e (s 0.04 ) AilShe Y se g e
il ) a5 aslia S (B Y (e (Je 20 ) B AN 5 2 5k S
, Ol il Gl (55S5 a3l A8a (30) saaly il 3] s As o g dall @i &
Ay sk ol (Al ¢ sSiall Gl I iy s Jslaall 3 g Jaliall il cans Jlaall S

Ay ) ol Al G (1) dsaadl s | ) J YL

B9 (2)(cal -2- JsSuIusS ) - 4,3,1 (JB (sl Jla SiLE-4)-5 )) Jpant -2

(#1205, 50 0.002) 4l Glmss alal) G sl o (da 20) (o (1) SSoal I
a5, (KpCOy) psdisdl s JS Ga (212 0.5, 5= 0.004) 5 (I2) 25 s
30 s a8 Jaliall rall cnd Jslaall S 5 @l aay | el (4-1) 324 g 34l
Sl 5 Gy (1) Jsaalls , Glaall Il (e 43,5k et oMl 5 o 5Sal) canl Sl el
At 3l

9 (5-3) i 01 b jpuan3 -3

e (Jse 0.01) S Y o dpmaly @by dal) 45 plall s Cadi 2ol @ G juas
(4-chlorobenzaldehyde ) AUl aleaall il il saa pa (1) S all

(2,4-dimethoxybenzaldehyde)
( 2-nitrobenzaldehyde)

3o sl slgil 2y | lela (3) saals Glhall JSEN1 e (Ja25) 3 bl
25k e 535 0 sSaal) and iy slaall 3w a5, Jaliall daicall cias Jsladll
Al Cul 8 e (1) Jaadls , (sllaal) J YL

B9)(14-6) ClasiuuS sh , OIS ) 53, ComeSuaS g¥) S o ypadan -4

)l e ga (5-3) bmmadl Cidi el B e ((Jse 0.01 ) AdlSie Y ga g e
gl day @lld aay Gl 3l e (Je 20) (A Al 5 (oSl chila) @l

AVY



f‘r e clua s )

230 2y ) JAl Tl i Jslaall S aseadl el sy el ((4) 524
Sl Cpa (1) dsaally, Gllaadl J5VL 4355k dlad 5wl (Al sl )l G <Al
Al 5l

. MM‘J @."l:\.'d\

, u_.g)l.\.usj‘ﬁ\) d\.uu\;.ud\ gy 4_1.(;\_1.».»3\ u\s&;ﬂ\ u_a\d g_al_xS)d\ Loyl ad Js;\}a JJS}
;QY\M\%(&)M}\,O&;;L&S}\”Q

(0]
0] N—NH
/ \ Ethanol / \ /
+ H-N
-|- 2 \NJ\NHZ—> ®—<H o}—NHz —
R Dioxane
R (1) \ Ref. (1-4)h

Noy / \ /N\{‘
@_< Ethanol <:RT:>7)<O/k

I
u

( NH,

i\ N/@ Ret. 31 5 ¥ \lf
R= 4-N(CHy), }_O
£ N

Y=4-Cl, 2-NO, , 2,4-di-OCH;

(0] (0]
Benzene Benozene Benzene
Ref. (4)h

gy Ref. (4)h Ret (#)h
N Y Y

| —Y

N‘N Z [ v N.
SoQEnS s dnge
N (0] ‘ o) 5 —|- o/k

R

LS yall jpanis (5,3) a8 A5 (1,2) SliS pall jpdand Gy (1) o) Labaddl
(OLOWS o) | S 5l g 55 ) O S g1 Ailadiall jue doelual) 4gals)

AV ¢



[ sads L LS ol | S sl g 3 | G LS g LS e (s juaad J

-4)-2) (1) e Jsasll a) 5h el ae ((Algaall Jiy (il difle SU5)-4) Aelia o3 Eua
5) (2w & Womy (eSS Tocp)laa(conbl i (sl Jie (A
2ol pma I ey 2S5 JalaS 3 gl pladiily (el -2 JsOLlS - 4,31 (g
, OROS s | S YY) Audlatidll e d3lal) dpelis GLS e |l (5-3) ad
Dy Jleai¥) As 5o ) Al il Gl 3l VA (e 8 emnal) LS el Cuadi g (Gl LS
ik s (IR) ¢l _paadl can :\M\X.\wkwhsdjawd]ﬁ(l)djdﬂ\‘:ﬁcmyuS(u)ﬂ\

 (*H-NMR) @535l smsslalizall (5 5 530l ¢33,

el Jaall A all ddaadle &3 Cua B0 o) paall cnd Aa iV A (1) oS pall (i
(N-H) e 4o ja Ll "ans (3460-3349) xie <ilS il 5 (NH,) 4o sanall Hlliiall e
ie dgle s V) (C-H) 5ma¥) Jae Lo jn jels 5 ans (3181) wie ek a8 (5 5
Dbl ey lliid) Jaall daja e Sasd | Al 4e3aS @ el Al | e (3066)
Aojs Ll e (2025) die dimas Ao jaS Lyl el Ll il (CH3) Ae send
Ofas ¥ Aeas | Tan (1679) e daualy Cielid (CO-NH,) dueY! Jiis S
e (1353) e < jeka a8 (C-H) A o el dilly s o (1604) e daal y & jelad

s o) 23 (1) SOl (PH-NMR) 0535l (uaslaliaall (5553l (i) cinda 4l a2 2ie
(CH;) (sie seas (BH) SUisisn () 2525 (2.95 ppm) e sl dlle 53 jite 3 L) ) seda
LI (6.72ppm) xie (N-H)  (1H) 0555 25m3 52 Akl 5 53 jiie 3 L31 pels 5 LS
de sadll ddawgie 338 BHLAS G pekd (NH)) omY) de sean (2H) Slisiy g
Gl gi gyl 2525 (7.60-6.68ppm) 2ie 324 Ala) 5 Baaa%a 3 LE) & yeda s LS (8.01ppm)
J<& (H-C=N) Ofize s 1Y) A sane (1H) Osisn yseh ae 4ilas V) A3l (4H)
(1) <S_all yuand ASilSas a6 (San g, (8.14ppm) e sadill Akl 5 die 33 jdia 5 L)

(7l 4 LS

s
ey

H

R R= 4-N(CH3)» Dipo lan Int(_ll'l](.(l ate

\ Proton transfer

R & R
H;O" (o]
— -
C N NH e
/ H 2 C N NH,
H OH,

27N Lz
H :OH
“- H,O

R
R
HO o O
Cé \N NH, C H NH
H |
H
e

micarbazone

|
H
S

AVe



r/— e clua das )

"au (3468-3309) aic aja 4l B0 o) peall caas AedY) Cida ae ) (2) Sl o 5 LS
Ll sl i g D) dae A s elaid) G5 (N-H) s 58 e dae 3 ja oliid) daa ol
die SV (C-H) Laas s (3050) e & jels a8 ilas V) (C-H) 30l o o
Lo S5 o (1608) e uil€s 5 Ials Y A8at (pftaa s 5391 daa Ll s (2900)
“au (1129) 2ic (C-O-C) 5_pa¥!

Laa gl 388 (2) <Soall (PH-NMR) ¢sisnll oubaliaall (5550l Gl Caula 4l 2 2ie
(CH3) (e sane (BH) lbigis n ) 2525 (2.95ppm) e 528l Alle 33 5dia 3 LG ) seda
vie (NHy) (e¥) de sane (2H) Slisis sl 2520 528l Adaws gia B3 jiie 3 LS| G jeha 5 LS
2525 (7.60-6.68ppm) e sadll Akl g saamie de s 3 L) yeday WS (7.95ppm)
(H-C=N) Ofies 303 Ae sana (5535 0 5L LA e dgila s Y1 Adlall (4H) Slisis sl

. (N-H) s Ul a5 L) claid) IS

G a8 S (2) el st 4SS muas (S

R

R & OH
N )L %N\ )\

e NE c N NH

| H

H H

—H®
R ) R J e
\ij'\ I - \©\ I
-€
O o y
clzé >N NH, o
H |
R l
—»
e

H

NH,

H(-D

@

b Lo Ulan il 430 5l) [ailadll 335k (o 3 sl (il ae)d (adldi o Al
S gm g AV Asall e cdlin) il ol jeall Caad AaSY) Ay (1) Jsaal
oo L A 5Y) 5alall ilall (NH,) e sesall Hlalinall yue 5 lalinall Jaal o s cliid) ddaadla
"aw (3100-3072) e (v Ailas )Y (C-H) 3l s daja Cijels dy | cailal)
(CHj3) de senal Jhaliiall ye 5 laliiall Laall e ja o Slad | ddpmaa dajaS & jela il

R= 4-N(CHy),

AV



[ sads L LS ol | S sl g 3 | G LS g LS e (s juaad J

oY) daall Wl | (2926-2917) el (e Adgmia daaS Loyl @l il
(1620-1590) (s2all (pana dan i 5l 4y 8 A 1S (C=N) (i s 1Y) e gana Jaal s
oo il o) yaall a2V Cilydal (aliaial S s g Y1 saadl 5 "an

(5,3) s 2o gil &) paadl Cuad daiy) sl (alaiaY) a ™ (2) sl

N—N

O30

=C-Hy =C-Hy _

No. R Ar aliph. C=N Others
3 4-Cl 3091 2900 1600 1229 (C-N), 1117 (C-0), 808 (C-CI)

) 1268(C-N), 1116 (C-0), 1513 (NOy)sy
4 2-NO, 3072 2962 1620 1341 (NOp)assy .
5 Zdtgl" 3100 2917 1590 1286 (C-N), 1117 (C-0O)

3
—.(39)

sl 8 LS (i de ) @y A5 0e prnn 55 (S5

AVY




o,

e cbua dlae

+ — o N
7N
H H
R Dipolar int diat
2 1polar mtermediate R2

R1= 4-N(CH3)2-C6H4'
R2= 4-Cl N 2-N02 ’ 2,4-di-OCH3
Proton transfer

N— ® N—nN

N H \OH, H.O* / H OH
3
R1—’< \ P = R1"<O J\
N
o H H
R,
-H,0 Re
/N\N H N—p H
o 0 B
g‘H —~ 07 N
HO R, Schiff base \

oailbadll Gk oo (OS5l OS5l 555 | Ga S sV CLS jo (apdllS o3 2l
oo cadlia) all g B8 o) paall ciad R i) Ay o(1)d sl 8 Lgale Ulias ) 40 3aal)
e0n Dseh ae (C=N) Ofiae 5 5 Lol da s o liial dlaaBla o Cus = gam 50 40 5V 0 5l
QS | Van (1725-1684) wadl G ( —0—-CO-) oS Jiis S 4o sanal Ladll
5 a (1670-1606)s 2l vie (—-N-CO-) AUS s 52 )\S Ao sanal baall 0 3a ) 5els
Gogh s aw (3072-3052) s (paa Agila 5,V (C-H) 3! das da ja < jela
s (CHg) 4o senad Hhluidl e 5 Hhlid) Ll 4o o Szl | ddpeia 40 aS
e (2931-2918) sl (ara Adaaa e jaS L) s

e bl ldlal) UL yal ¢ peal) cand Aa i) Calylal (aliaial il s 68 4591 Ul saall g
 (14-6) (OLoLSs), Gm s 5 5, G LS 5YY)

(8-6) CrmibeasS g il CiliS pal o) pand) cial dad¥) Cisha aliaiall aja (3) Jgaad)

AV A



[ sads L LS ol | S sl g 3 | G LS g LS e (s juaad J

i
| v
N\
\ J N P
N |
/ o
N (o]
o o
=C-Hy |=C-Hy| Cc=0 | c=0 |co0]| c~N
No. R Ar. aliph. | lactone | lactame | Ester | lactame Others
6 4-Cl 3055 2919 1668 1622 | 1067 1268 793(C-Cl)
1346
7 | 2:No, | 3072 | 2931 | 1725 | 1670 |1066 | 1267 (ngi)éy
(NO,)assy
8 Zo’éégll_ 3052 2918 1681 1655 | 1060 1264 | -
3

(11-9) o oS ¥ il pal g1 paal) cin Al sk Galualia¥) a3a (4) Jgaad)

O
atady
oA

"oy

—R

G

C=0

C-N

=C-Hy | =C-Hy | C=0O
No. R Ar. aliph. | lactone | lactame | Ester | lactame Others
869 (C-Cl)
9 4-Cl 3065 2970 1689 1630 | 1067 | 1229 1640 (C=C)
1344
(NOz)sy
10 | 2-NO, | 3062 2928 1719 1660 | 1127 | 1267 1513
(NOy)assy
1620(C=C)

AVA




r,— e cbua dlae )

11

2,4-di-
OCH;

3053

2918

1703

1660

1066

1264

1600(C=C)

\

2
~O-1

/

"o

—R

g™

(14-12) Gl luaS s¥) il jal 5 paad) ciad dadV) sk alualial) o Ja (5) J gl

=C-Hy | =C-Hy | C=0 C=0 | C-O C-N

No. R Ar. aliph. | lactone | lactame | Ester | lactame Others
12 4-Cl 3030 2906 1711 1654 | 1169 | 1301 891 (C-Cl)

1300
13 | 2-NO, | 3073 2925 1724 1670 | 1167 | 1267 (Nl(gi);y

(NO,)assy
14 | 2401 3068 | 2021 | 1684 | 1606 |1019| 1193 | -

3

Lon 5l 388 (13) S all (PH-NMR) 0550l oasalaliaall (g5 5ill (i 1) ka2l a3 a8l
Cplitall e gana (4H) SUgig ) 2 sl (2.50ppm) e ) dakal g 300a 3 HLE) gela
&) 2525 (3.10ppm) e sl dlle 52 jite B LI G el g LS Aol Adal)l 4 (CH,)

e il dddal g Badaia ol L)

Qb 5 WS (CHy) e sene (BH) wlisigy
akal 532 e 3 LN o yeda 5 LaS Aila 5 )Y sl (8H) i syl 2525 (8.35-6.68ppm)
Al a8 (Rayy | (HC-N) de saas (1H) 05550 ) 2523 (8.24ppm) e 323l
B9 bl 8 LS dpe L) ikl jpuans

AN




E.f,m; OLOLS o) | WSl 5% | Om laS sY) GLS g (famy juiasd J

R]= 4-N(CH3)2—C6H4-
R,= 4-C1, 2-NO, , 2,4-di-OCH,

Gosill ol cada Gl o) jeall Cad AV pabal¥) o AUl JIKEY
")“AMM‘—’L‘S)“‘MUJ:})"“L;“‘:‘LM\

ANY



(’_ e clua das

BRUKER

o |

@

o |

-

8_ /N [s)
N NH
H 2

|

s}

a0

85
I

75
I

Transmittance [%]

60
\z

/
>:

=
o
o o @ @ Db o DEM Wk W D=0
= @ m = o g = mnc W O nmnnon @ M =
o @ — @ [T} W= oHEo wE & coeo= 2 3 @O QW
@ = W @ o4 Mo @ GOf- G — MOMNEO = o Wo o
= M =1 @ I =1 CoOW T M Ne—oowT O [=Trs ]
S ] Mm@ & [T ] —rr — = = == O @ @ =T
T T T T T T T
3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1
C\Abdulla DVHO.0 HO Instrument type and / or accessory 07/11/2019
Page 111
Sia A i) s ‘ 1 JS.IJ
——
]
g §
BLIERRNRBBARINSLRRRNSELEAISRIRS &
R NN NN T D L L D D
e e L) O | I
Parameter Value
Data File Name  C:/ Users/ mohammed/
Desktop/ Abdullah. D/ HO-
H.fid/ fid
Title HO-H
Comment
Origin Varian
Owner
Site
Instrument inova
Author
| | Solvent dmso
{1 | Temperature 25.0
‘ ’ | Pulse Sequence  s2pul
[ | Experiment 1D
I Probe D
G RN JX Number of Scans 16
R 2 A Receiver Gain 30
a g g Relaxation Delay 1.0000
Pulse Width 5.0000
Presaturation
Frequency
(|:H3 Acquisition Time ~ 1.8219
N Acquisition Date  2020-01-21T17:52:44
ch/ o) Modification Date 2020-01-23T01:35:44
Class
= N ~ Spectrometer 499.58
N NH, Frequency
H Spectral Width  8992.8
Lowest -999.3
Frequency
1 Nucleus 1H
A —ppe K} I J‘/L'j,‘\‘ 4 Acquired Sze 16384
nmes o 23 8RR Spectral Size 65536
NNN W W RN
r T T T T T T T T T T T T T T T T T 1
6 15 14 13 12 11 10 8 7 5 4 3 2 1 0 =1 -2
f1 (ppm)

ANY



see 833 L LS o) o S gl 5 3 G S YT LSy ary jucaad

'\.

J

(1) <Soal (H-NMR) itbs e 52 (2) S50

o
> 1 BRUKER
o
w
=
e ®
=
0w
o -
c -
[l
—
= o
E ~ —N
7] N
[ |II \
o NH;
= &
=
@ 7 \\N
[
o
o
o
] @ W o = =1y W oMW 10 D =m o
= 4 @ 5] @ — SN L R o ~ B =2} farhe rges)
o o @ o o [l Y= W o mH M Noemw 9 Qg 9w
] © o Irs] =] [ Y] O F= mE o= nOmEoo o W
= T @ =1 =] [ [ e I e = S =1 [=Tr: 3 ]
o M®m @ 3] ST —_— T ee T rrr—v@& © D ==
T T T T T T T
3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1
C\Abdulla D\H1.0 H1 Instrument type and / or accessory 07/11/2019
Page 111
2
8 g
T s
8HaRRRBBARRREHRRKRBERAZIZRNRS
BRNNNNNNNNNNNR GG 66666m 066NN~
N e A VARIAN
Parameter Value
Data File Name  C:/ Users/ mohammed/
Desktop/ Abduliah.D/ H1-
H.fid/ fid
Title HI-H
Comment
Origin Varian
Owner
Site
Instrument inova
Author
Solvent dmso
Temperature 25.0
i Pulse Sequence  s2pul
| Experiment 10
I I ' Probe D
S\ v Nurber of Scans 16
i = e Receiver Gain 30
5813 LE: Relaxation Delay 1.0000
Pulse Width 5.0000
N/N Presaturation
\ Frequency
l NH, Acquisition Time  1.8219
(o] Acquisition Date  2020-01-21T17:42:48
Modification Date 2020-01-23T01:35:44
HiC Class
N Spectrometer  499.58
Frequency
CHs Spectral Width ~ 8992.8
Lowest -999.3
Frequency
Nucleus 1H
P Y Acquired Size 16384
587 %8 Spectral Size 65536
= e vy
r T T T T T T T T T T T T T T T T T 1
6 15 14 13 12 11 10 7 6 5 4 3 2 1 0 -1 2
f1 (ppm)

ANY



r” A clua das

(2) <Sall (*H-NMR) cash 53 (4) <)

i | \
=
BERUKER
o
@©
Mf
£ o |
—
©
©
c
m
Z o |
5@ N—N
c
s N\ fo
= N N=—¢C cl
o / 0 H
[r3)
<
-+
] [32] o D= WD o oo
w w0 - W0 = q M M ON— G 0 = W0 W W
= =} oo SO ® @ @@ @ P I
o) [ L=y (== N o' NTy] 0 O~ = M O — =0 — M
o [a3] — O W0 = 0 Ne—O O O Moo o N
= & =N ———— o e — & D D@ W=
T T T T T T T
3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1
C:\Abdulla D\H2 .0 H2 Instrument type and / or accessory 071172019

Page 111

(3) =Sl o) jeall iai 325V Caha a5 (5) R

ANE



'\.

see 833 L LS o) o S gl 5 3 G S YT LSy ary jucaad J

)

[
[vs]

9

3

£~

= H;cO

£ N—N

g N R

E o | N N=—¢C OCH3
@ / 0

=
5]
(=} - (=) w = =T =T =T ——0 4 ™
< [a] — — O W N W oo 0 — 0 O W — Py
o [ - o oo [ R I S T R S T S e S
g 3 F 23 BT B&ECT S5 Y £85
@ [ o &S me S S - - o WM D inw
T T T T T T T
3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1
C:\Abdulla DYH4.0 H4 Instrument type and / or accessary 07/11/2019
Page 1/1
- . B . . B
[=
[s5)
o
[s]
g %\\/
[}
Q
c
= N—N
= o | —
g ™ A Foo H
o N N—C cl
g / o N
= o o
[=
@
o}
(=T
73]
= 0 o [ o W N — w o~
M 10 o4 w o™ MOND N om w T O~ M 0w w W
o re IS Coi— = @iog oo e 2 o= w @
Wy e w =T o WG — o= O MW @ M=—O =
o 3 o w0 L WOoWw W0 =0 o — o ® @ OO [
[CI ST oo TFrr T = = =0 @ MO O =T
T T T T T T T
3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1
C-\Abdulla DVF1.0 F1 Instrument type and / or accessory 07/11/2019

Page 1/1

(6) =S sall ¢ yanll Canf A1 Ciha a5y (7) JSE

ANO



)

Lua diae

-

r/— s ¢

FANAC

FL455
£z'9ga
£Z 63
ISEEL
19°08L
05'6E8
9806

£5'566

1=prAN:

ao'&lzt
— £14921

— 85vrEl
— 6Z'0Zyl
— LFEISL
— 0Z2'Ga51
— TZ'0981
— 66

L THTRT

B
%

—— GBT9ET

\ju —— DL'E2eT

— 0l'¢e0e

S\L 80U} WUSUE |

500

1000

1500

2000

2500

3000

3500

Wavenumber cm-1

07/11/2019

5 Instrument type and / or accessary

C:\Abdulla D\F5.0

Page 1/1

i

WY (e im0 (8)

“ - B

(10) S yall ¢ el

=z
3 o
o
|
=
NL/
| o0°
= o

BRUKER
A
N
/

—— BZ'6sk

— 91058

—— 681828
——— BO'PEY
— BCPEL
— Oress

— 8Z'l06

— 868}

— vE'00EL
— 68°0I¥

— 904151
— 500654
— 80491
— 18FTLL

— 0LPESE
— Fr0S8g

— bLSZBE

— L'E08

[94] @ouBWSUEL |

500

1000

1500

2000

2500

3000

3500

Wavenumber cm-1

07/11/2019

Instrument type and / or accessory

F6

C:\Abdulla D'\FE.0

Page 111

AAR



'\.

E.T,m; OLOLS o) | WSl 5% | Om laS sY) GLS g (famy juiasd

J

Q 2
g s
BERAN8ARGIRREEZRNNRZRRCALIRARALTIIARARRIG
NNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNNN
T (e —— T G rp—————_——— -
Parameter Value
| Data File Name  C:/ Users/ mohammed/
Desktop/ Abdullah. D/ F6-
H.fid/ fid
| Title F6-H
| Comment
Origin Varian
| Owner
| Ste
Instrument inova
’ | Author
’ Solvent dmso
U AL AV i Temperature  25.0
[l [ nls Gl | Pulse Sequence  s2pul
o o oo
gs g 35 S S | Experiment 1)
| Probe o)
| Number of Scans 32
NO, | Receiver Gain 30
o | Relaxation Delay 1.0000
HyC 0 | Pulse Width 5.0000
CH Presaturation
N | | Frequency
Hye” o N P Acquisition Time~1.8219
\ 7/ = Acquisition Date  2020-01-21T17:50:39
N—N Modification Date 2020-01-23T01:35:44
o | Class
Spectrometer 499.58
Frequency
| Spectral Width ~ 8992.8
Lowest -999.3
‘ ( | Frequency
i MM A S Nideus ih
PN . | Acquired Size 16384
8832838 o 8NR8 Y | Spectral Size 65536
ooooooo =) S-c3 o L
T T T 1
6 15 14 13 12 11 10 8 7 6 4 3 2 1 0 1 2
f1 (ppm)

(13) =S all ("H-NMR) b e 52 (10) il
8 panall LS jall Sasl) gl 5 Ak 3l Gl 6201 (1) J s2al)

Molecular
Formula M.P. | Yield
No. Structure and °C) % Color
M.Wt gm/mol
\ /N_NH C10H14N401 89- Jal
L /N©_<H P 206 905 | P | cau
2-(4-(dimethylamino)benzylidene)hydrazine-1-carboxamide
\©_</N\N CioHN©O; | 110- ;
N 10M112N4Y1 e
2 / o, 204 12 | 2| i
5-(4-dimethylamino)phenyl)-1,3,4-oxadiazol-2-amine
\©_</N\” CuHsNOLCly | 130- \
N 17r115INg V1@l D
3 / OAN/ﬁQc' 326.5 133 | % | g
2-((4-chlorobenzylidene)amino)-1,3,4-oxadiazol-5-(4-N,N-dimethylaniline)
O,N
\ /N C17H15Ns03 152- (L
4 / <:> <OJ\N/r© 337 1545 | 90 | Gz

2-((2-nitrobenzylidene)amino)-1,3,4-oxadiazol-5-(4-N,N-dimethylaniline)
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\ N\N H3CO 168
/ -
> /NO_QAN/A —oa, | CROOs | yzg |80 )
2-((2,4-dimethoxybenzylidene)amino)-1,3,4-oxadiazol-5-(4-N,N-dimethylaniline)
\N/®/<o N CosH1gN4O4Cly 164-
6 / O)\o 4745 1665 | 25 | &
2-(4-chlorophenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-benzoxazepine-4,7-dione
a0
v \N/®/<o)\n)>p C25H19N506 187- 61 S
/ C[k X 354 189.5 G
2-(2-nitrophenyl)-3-(5-(4-dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-benzoxazepine-4,7-dione
i
8 \N/®/<o N)p Cz7H24N406 175- 64 Q,Jm)"
/ JC[LO . 502 178 e
2-(2,4-dimethoxyphenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-benzoxazepine-4,7-dione
2%
AN o)\N \ -
9 N C21H17N4O4C|1 126- 68 g;u-’,)-’
/ /@Ao y 424.5 128 ol
2-(4-chlorophenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-
-1,3-0xazepine-4,7-dione
N—N o
(s
\”/®/<° NXQ C21H17Ns0g 222- ,
10 / @ko ' 304 224 | 10 | THe
NO,
2-(2-nitrophenyl)3-(5-(4-dimethylamino)phenyl)-1,3,4-oxadiazol-
-1,3-0xazepine-4,7-dione
)
1 \N/®/<°)\N)1 023H22N406 139- 65 .
/ /C[% 1 452 141 '
H;CO OCH,
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2-(2,4-dimethoxyphenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-

-1,3-0xazepine-4,7-dione

N—N 9
[\
12 \N ° \ C21H19N4O4C|1 145- 57 )AA\
/ /@)\o . 426.5 1475 il
Cl
2-(4-chlorophenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-oxazepane-4,7-dione
e o)
N\ (o} N
N C17H15N503 167- .
13 / Of% . 306 170 | %8 |
NO,
2-(2-nitrophenyl)3-(5-(4-dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-oxazepane-4,7-dione
" o
B o N
N C23H24N406 158- .
14 / /E:f\o ' 450 10 | 3|
H,CO OCH,

2-(2,4-dimethoxyphenyl)-3-(5-(4-(dimethylamino)phenyl)-1,3,4-oxadiazol-
1,3-oxazepane-4,7-dione
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