LAMPIRAN A

CONTOH PERHITUNGAN PERSENTASE HASIL SINTESIS

Perhitungan berat teoritis
a. Asam Antranilat (BM : 137,14 g/mol)

Penimbangan : 13,7 gram

mol asam antranilat : 137 _5q
137,14

b. p-klorobenzoil klorida (BM : 175,02 g/mol, berat jenis
glen’)
Volume: 25,42 ml

mol p-klorobenzoil klorida: 25421317 _ 0,2 mol

175,02
c. Hidrazin Hidrat (BM : 50,05 g/mol, berat jenis: 1,03 glem®)
Volume: 2,43 ml

mol hidrazin hidrat : 243%103 =0,05mol
50,05

d.Benzaldehida (BM : 106,12 g/mol, berat jenis : 1,05 g/cn’)
Volume: 2,03 ml

mol benzaldehida : 203%105 _ 55 )
106,12
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Perhitungan persentase hasil sintesis berdasarkan mmol teoritis

Persentase hasil 2-(p-klorofenil)-4H-3,1-benzoksazin-4-on :

CyH1oN50C! C,H:O —>  CyHyN;OC
awal 0,01 mol 0,02 mol
reaksi 0,01 mol ; 0,01 mol _ 0,01 mol
sisa 0 0,01 mol 0.01 mol
BM teoritis = 359

Massateoritis = 0,01 mol x 359 = 3,59 gram

Massapraktis = 2,66 gram
% hasil = 2,66 x100% =74%
3,59
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LAMPIRAN B
PERHITUNGAN UJI T STATISTIK

Pengar uh Penambahan 2-klor obenzaldehid Dibanding Benzaldehid :

t-Test: Paired Two Sample for Means
Variable 1 Variable 2

Mean 72.66666667 70
Variance 2.333333333 1
Observations 3
Pearson Correlation 0.654653671
Hypothesized Mean Difference 0
df 2
t Stat 4
P(T<=t) one-tail 0.028595479
t Critical one-tail 2.91998558
P(T<=t) two-tail 0.057190958
t Critical two-tail 4.30265273
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Pengar uh Penambahan 2,4-diklor obenzaldehid Dibanding Benzaldehid

t-Test: Paired Two Sample for Means
Variable 1 Variable 2

Mean 72.66666667 66
Variance 2.333333333 il
Observations 3 3
Pearson Correlation -0.327326835
Hypothesized Mean Difference 0
df 2
t Stat 5.547001962
P(T<=t) one-tail 0.015498417
t Critical one-tail 2.91998558
P(T<=t) two-talil 0.030996834
t Critical two-tail 4.30265273
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LAMPIRAN C
HARGA Rf OPTIMASI SENYAWA

a. HargaRf optimas sintesis senyawa 2-(p-klorofenil)-3,1-benzoksazin-
4(3H)-on

Senyawa Harga Rf
Asam antranilat 0,48
p-klorobenzoail klorida 0,30
Sampel menit ke-30 0,48 & 0,30
Sampel menit ke-45 0,48 & 0,30
Sampel menit ke-60 0,79 & 0,30
Sampel menit ke-75 0,79 & 0,30

b. Harga Rf optimasi sintesis senyawa 3-amino-2-(p-
klorofenil)kuinazolin-4(3H)-on

Senyawa Harga Rf
2-(p-klorofenil)-3,1-benzoksazin-4(3H)-on 0,71
Sampel jam ke-1 0,70
Sampel jam ke-2 0,71
Sampel jam ke-3 0,71
Sampel jam ke-4 0,70
Sampel jam ke 5 0,38
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c. Harga Rf optimas sintesis senyawa 3-benzilidenamino-2-(p-
klorofenil)kuinazolin-4(3H)-on

Senyawa Harga Rf
3-amino-2-(p-klorofenil)kuinazolin-4(3H)- 0,71
on

Benzaldehida 0,74
Sampel menit ke-30 0,71& 0,74
Sampel menit ke-45 0,70& 0,74
Sampel menit ke-60 0,71& 0,74
Sampel menit ke-75 0,81 & 0,74

101



LAMPIRAN D

SKEMA KERJA SINTESIS 2-(p -KLOROFENIL)-4H-3,1-
BENZOKSAZIN-4-ON

teteskan sedikit demi sedikit p-klorobenzoil
klorida ke dalam beaker glassyang berisi asam
antranilat dalam campuran piridina dan
trietilamin sambil diaduk pada suhu kamar
selama 1ljam

asam antranilat 0,1 mol
(13,7 g) dalam 10 ml
piridina dan 50 ml
trietilamin

suspensi 2-(p-klorof enil)-4H-3,1-benzok sazin-

4-on, p-klorobenzail klorida, piridina

)

saring filtrat, lalu ambil
endapannya dan tambahkan
larutan NaHCO, 10% sampai
gelembung gas hilang
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: 2-(p-klorof enil)-4H-3,1-benzoksazin-4-on

filtrat :
- Natrium benzoat
: gﬁg.ﬂ B a. dicuci dengan air
iridi i b. direkristalisasi dengan campuran
- g}: [T etil asetat dan  n-hexana dengan
perbandinganl: 1
c. dioven

kristal 2-(p-klorof enil)-4H -3,1-
benzoksazin-4-on

N\

Ui kemurnian : identifikas struktur :
'tf“LJ |deh - spektrum UV-Vis
I B - inframerah
- RMI-1H
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LAMPIRAN E

SKEMA KERJA SINTESIS 3-AMINO-2-(p-KLORO
FENIL)KUINAZOLIN-4(3H)-ON

2-(p-klorof enil)-4H -3,1-benzok sazin-4-on
12,9 g (0,05 mol) ditambah hidrazin hidrat
2,43 ml (0,02 mol) dalam 100 ml etanol,
lalu direfluks dan diaduk sdama5jam

‘ diamkan sampai dingin

suspensi 3-amino-2- (p-klorof enil)k uinazolin-4(3H )-on,
hidrazin, ar, dan etanol

filtrat :
- hidrazin

-ar
- etanol

a. dicuci dengan air
b. direkristdisasi dengan etanol
c. dioven

l kristal 3-amino-2-(p-klorof enil)k uinazolin-4(3H )-on

& WIDY

uji kemurnian : identif ikasi struktur :
-KLT ; Vi
TGtk 1deh §pektrum UV-Vis

- inf ramerah

- RMI-H
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LAMPIRAN F

SKEMA KERJA SINTESIS 3-BENZILIDENAMINO-2-(p-
KLOROFENIL)KUINAZOLIN-4(3H)-ON

3-amino-2-(p-klorof enil)kuinazolin-4(3H)-on
3,07 g (0,01 mol) ditambah benzadehida 2,03
ml (0,02 mol) dalam 40 ml etanol dan 2 tetes
HCI pekat, lau diaduk selamaljam

suspensi disaring lalu ditambah larutan
NaHCO, 10% sampai gelembung gas hilang

=

suspensi 3-benzilidenami no-2-(p-klorof enil )kuinazolin-4(3H)-on,
benzaldehid, air, dan etanol

\ ‘ padatan : 3-benzilidenamino-2-(p -klorof enil)k uinazolin-4(3H )-on .

l

filtrat :
- hidrazin

a. dicuci dengan air
b. direkristalisasi dengan etanol
c. dioven

l kristal 3-benzilidenamino-2-(p-klorof enil)kuinazolin-4(3H)-on 1

Ui kemurnian : identifikas sruktur :
-KLT - spektrum UV-Vis
- titik leleh - inf ramerah

-RMI-1H
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LAMPIRAN G

SKEMA KERJA SINTESIS 3-(2-KLOROBENZILIDENAMINO)-2-(p-
KLOROFENIL)KUINAZOLIN-4(3H)-ON

3-amino-2-(p-klorofenil)kuinazolin-4(3H )-on
3,07 g (0,01 mol) ditambah 2-

klorobenzal dehida 2,12 ml (0,02 mol) dalam
40 ml etanol den 2 tetesHCl pekat, ldu
diaduk sdama ljam

suspensi disaring ldu ditambah larutan
NaHCO310% sampa gelembung gas hilang

suspensi 3-(2-klorobenzilidenamino)-2- (p-klorof enil)k uinazolin-4(3H)-on,
2-klorobenzal dehid, air, dan etanol

\ \padaan : 3-(2-klorobenzilidenamin o)-2-(p-k lorof enil)kuinazolin-4(3H )-on ‘

1

—

a. dicuci dengan ar
b. direkristaisasi dengan etanol

M c. dioven
~—.

l kristd 3-(2-klorobenzilidenamino)-2- (p -klorof enil)kuinazolin-4(3H)-on

Ui kemurnian : identif ikasi struktur :
T - spektrum UV-Vis
- titik leleh - inf ramerah

- RMI-H
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LAMPIRANH

SKEMA KERJA SINTESIS 3-(2,4-DIKLOROBENZILIDENAMINO)-
2-(p-K LOROFENIL)K UINAZOL IN-4(3H)-ON

3-amino-2-(p -kl orof enll)kulnazolln 4(3H)-on
3,07 g (0,01 mol) ditambah
diklorobenzaldehida3,5g (O 02 mol) dalam 40
ml etanol dan 2tetes HO pekat, lalu diaduk
selamaljam

suspensi disaring lalu ditambah larutan
NaHCO, 10% sampai gelembung gas hilang

suspens 3-(2,4-diklorobenzi lidenamino)-2-(p-kl orof enil)kuinazol in-4(3H )-on,
2,4-diklorobenzadehid, air, dan etand

g I~ \ padatan: 3-(2,4-diklorobenzilidenamino)-2-(p-klorof enil)kuinazolin-4(3H )-on\
filtrat :
- hidrazin
::aranol a dicuci dengan air

b. direkristalisas dengan etil asetat
c. dioven

1 krista 3-(2,4-diklorobenzilidenami no)-2-(p-klorof enil)kuinazoli n-4(3H)-on.

ui kemurnian : identifikasi struktur :
-KLT - spektrum UV-Vis
- titik eleh -inframerah

-RMI-H
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LAMPIRAN |

ESTIMASI RMI-'H 2-(p-KLOROFENIL)-4H-3,1-BENZOK SAZIN-4-
ON

Estimation quality isindicated by color: good, medium, rough

PPM

Protocol of theH-1 NMR Prediction:

Node Shift Base+Inc. Comment (ppmrel. to TMS)

CH 7.52 7.29  benzylidenimin
000 1-L.C*C*C*C*C*C*1
001  1-Clfrom 1-benzene
0.22  generd corrections

CH 7.66 7.26  1-benzene
? 1 unknown substituent(s)
021 1-C(=0)0
0.19  genera corrections

CH 821 7.26  1-benzene
? 1 unknown substituent(s)
087 1-C(=0)0
0.08  generd corrections

CH 7.77 7.62  benzylidenimin

000 1-LC*C*rC*CcrCr*C*1
-0.06  1-Cl from 1-benzene
0.21  generd corrections
CH 7.52 7.29  benzylidenimin
000 1-1L.C*C*C*C*C*C*1
001  1-Clfrom 1-benzene
0.22  generd corrections
CH 7.77 762  benzylidenimin
000 1-1.C*C*C*C*C*C*1
-0.06  1-Cl from 1-benzene
021  generd corrections
CH 7.79 7.26  1-benzene
? 1 unknown substituent(s)
034 1-C(=0)0
0.19  generd corrections
CH 8.09 7.26  1-benzene
? 1 unknown substituent(s)
021 1-C(=0)0
0.62  generd corrections
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LAMPIRAN J

ESTIMASI RMI-'H 3-AMINO-2-(p-K LOROFENIL)K UINAZOLIN-
4(3H)-ON

" 73
813 _NH,*®

739
770 N 752

739

7.52 c

Estimation quality isindicated by color: good, medium, rough

Protocol of theH-1 NMR Prediction:

Node Shift Base+Inc. Comment (ppmrel.to TMS)

NH25.73 200 amine
3.73  general corrections
CH 7.52 7.29  benzylidenimin

000 1-L.C*C*C*C*C*C*1
001  1-Clfrom 1-benzene
0.22  general corrections
CH 7.63 7.26  1-benzene
? 1 unknown subtituent(s)
018 1-C(=O)N
0.19  general corrections
7.26  1-benzene
X 1 unknown substituent(s)
069 1-C(=O)N
0.18  general corrections
CH 7.39 7.62  benzylidenimin
000 1-1L.C*C*C*C*C*C*1
-0.06  1-Cl from 1-benzene
-0.17  general corrections
CH 7.52 7.29  benzylidenimin
000 1-L.C*C*C*C*C*C*1
0.01 1-Clfrom 1-benzene
0.22  general corrections
7.62 imi

CH 813

CH 7.39 benzylidenimin
000 1-1.C*C*C*C*C*C*1
-0.06 1-Clfrom 1-benzene
-0.17  general corrections

CH 7.70 7.26  1-benzene

? 1 unknown substituent(s)

025 1-C(=ON
0.19  general corrections

CH 7.63 7.26  1-benzene

? 1 unknown substituent(s)
018 1-C(=O)N
0.19  general corrections
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LAMPIRAN K

ESTIMASI RMI-'H 3-BENZILIDENAMINO-2-(p-
KLOROFENIL)KUINAZOLIN-4(3H)-ON

752
752 752
783 7.8
813 N=CH
763 N a15
739
P
770 N 752
763
739

Estimation quality isindicated by color: good, medium, rough

PPM

Protocol of theH-1 NMR Prediction:

Node Shift Base+Inc. Comment (ppm rel. to TMS)

CH 752 7.29  bengylidenimin
000 1-1C*C*C*C*C*C*1
001  1-Clfrom 1-benzene
0.22 genera corrections
CH 7.63 7.26  L-benzene
2 1 unknown substituent(s)
018 1-C(=ON
019 generd corrections
CH 813 7.26  1-benzene
2 1 unknown subsituent(s)
069  1-C(=O)N
018 genera corrections
CH 7.39 7.62  bengylidenimin
000 1-LC*C*C*C*C*C*1
-006 1-Cl from 1-benzene
-0.17_ general corrections
CH 7.83 7.62  benzylidenimin
2 Lunknown subsituent(s)
021 generd corrections
CH 752 7.29  benzylidenimin
000 1-1C*C*C*C*C*C*1
001 1-Clfrom 1-benzene
022 generd corrections
CH 7.39 7.62  bengylidenimin
000 1-LC*C*C*C-CrC*1
-006 1-Cl from 1-benzene
17  general corredtions.

CH 7.83 7,62 bengylidenimin
2 1Lunknown subsituent(s)
021 generd corrections

CH 752 7.29  bengylidenimin
2 "1 unknown subsituent(s)
0.23 genera corrections

CH 7.70 7.26 l-benzene
2 1 unknown subsituent(s)
025 1-C(=O)N
019 genera corrections

CH 7.63 7.26  Lbenzene

2 " 1 unknown substituent(s)
018 1-C(=ON
019 generd corrections
CH 752 7.29  benzylidenimin
2 1 unknown subsituent(s)
023 genera corrections
7.29  bengylidenimin
2 1unknown subsituent(s)
0.23  genera corrections
CH 915 811 bengylidenimin
2 Lunknown subsituent(s)
104  genera corrections
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LAMPIRAN L

ESTIMAS RMI-'H 3-(2-KL OROBENZILIDENAM INO)-2-(p-
KLOROFENIL)K UINAZOLIN-4(3H)-ON

Estimation quality isindicated by color: good, medium, rough

Protocol of theH-1 NMR Prediction:

Node Shift Base+ Inc. Comment (ppmrel. to TMS)

CH 752 720 benzylidenimin
000 1-LC-CrCACHCrCHl
001 1-Clfrom 1-benzene
022 generd corrections
CH 763 726 1-benzene
21 unknown substituent(s)

018 1-G=ON
019 generd corrections

CH 813 726 1-benzene
2 1 unknown substituent(s)
069 1-C(=ON
018 generd con

CH 739 762 benzyh e

000 #CrCrCHCr et
008 1Gifrom -hervere
017  general corrections
CH 752 720 benzylidenimin
000 1-LC-CFCrCrCrCrl
001  1-Clfrom1-benzene
022 generd corrections
CH 752 729 benzylidenimin
2 1 unknown substituent(s)
001 1-Clfrom 1-benzene
022 generd corrections

CH 7.39 7.62  benzylidenimin
.00
-0.06
017

CH 7.77 7.62 " benzylidenimin

21 unknown substituent(s)
0,06 1-Cl from L-benzene
021 generd corrections
CH 7.46 7.29 " bengylidenimin
21 unknown substituent(s)
006 1-Cl from 1-benzene
023 generd corrections

CH 7.40 720 benzylideni
7 Lrkogunsusinents)
012 " 1-Clfrom
023 generd mnecu e
CH 7.70 726 1-benzen
2 1unknown sunsnuem(s)
025 " 1-C=ON
019 generd correcors
CH 763
7 e substituent(s)
018 1-C=ON
019  generd corrections
CH 836 811  benzylidenimin

2 1 unknown substituent(s)
0.25 " generdl corrections
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LAMPIRANM

ESTIMASI RMI-'H 3-(2,4-DIKLOROBENZILIDENAM INO)-2-(p-
KLOROFENIL)K UINAZOLIN-4(3H)-ON

Cl
740 70
798 -
o
813 N=CH
763 N
73
P
770 N 752
76
739
Cl

Estimation quality isindicated by color: good, medium, rough

Protocol of theH-1 NMR Prediction:

Node Shift Base+Inc. Comment (ppm rel. to TMS)

CH 7.70 729 bengylidenimin
2 1 unknown subdtituent(s)

001 ~1-Clfrom1-benzene
001 1-Clfrom 1-benzene
039 generdl corrections

CH 752 7.29  bengylidenimin
000 1-LCFC'C*C*CCHL
001 1-Clfrom 1-benzene
022 generd corrections

CH 763 726 1-benzene
2 1 unknown subsituent(s)
018 1-C=ON
019 generd corrections

CH 813 726 1-benzene
2 1 unknown substituent(s)
069 1-C=ON
018 generd corrections

CH 739 zyli denimin

006 1-Cl from 1-benzene
-017  general corrections

CH 752 729 benzylidenimin
000 1-LC'C*C*C*CrCr1
001  1-Clfrom 1-benzene
022 generd corrections

CH 7.40 720 benzylidenimin
2 1 unknown substituent(s)
-012 " 1-Cl from 1-benzene
001 1-Clfrom 1-benzene

000 1-L
0,06 1-Cl from 1-benzene
-0.17_ general corrections
CH 7.98 762 benzylidenimin
2 1 unknown substituent(s)
006 1-Cl from 1-benzene
006 1-Cl from 1-benzene

CH 7.70 726 L-benzene
2 "1 unknown subdtituent(s)
025 ~1-C=ON

019 generd corrections
3

CH 763 26 1-benzene
2 1 unknown substituent(s)
018 1-G=ON
019 generd corrections

CH 836 811  benzylidenimin

2 1 unknown substituent(s)
025 generd corrections
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