LAMPIRAN A.
PERHITUNGAN PERSENTASE HASIL SINTESIS

Reaksi:

Piroksikam + 4-fersier-butilbenzoil klorida —  senyawa hasil sintesis

M : 0,010 mol 0,015 mol -

B : 0,010 mol 0,010 mol 0,010 mol
S 0,005 mol 0,010 mol
BM senyawa hasil sintesis = 183199

Berat teoritis senyawa hasil sintesis = 0,010 mol X 133.92
=1.3392 gram
Hasil yang didapat = 1.1520 gram

Berat senyawa hasil sintesis
x 100%

Jadi, persentase hasil
Berat senyawa secara teoritis

1.1520
1.3392
86.02%

x 100%
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LAMPIRAN B.
PERHITUNGAN BERAT

Piroksikam = mol x BM
=0,010 mol x 331,35
=3,314 gram
4-tersier-butilbenzoil klorida = mol x BM
=0,015 mol x 196.5
=2.9475 gram

] . h berat
Volume 4-tersier-butilbenzoil klorida =
P

2,9475
1,007

2.927= 3 ml

Piridin = mol x BM
=0.025 mol x 79,10
=1,9775 gram

. Wl berat
Volume piridin =
P

~ 19775
0,9827
=2,0123 ml =2 ml
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LAMPIRAN C.
PERHITUNGAN % HAMBATAN NYERI SENYAWA UJI O-(4-
TERSIER-BUTILBENZOIL)PIROKSIKAM DAN SENYAWA
PEMBANDING PIROKSIKAM

Piroksikam

Dosis 1 mg/kg BB

% hambatan nyeri =

90.6-71.2
90.6

Dosis 2 mg/kg BB

x100% = 21.42%

% hambatan nyeri =
90.6 — 58
90.6
Dosis 3 mg/kg BB

x100% = 35.98%

% hambatan nyeri =
90.6 — 49
90.6
Dosis 4 mg/kg BB

x100% = 45.92%

% hambatan nyeri =
90.6 —40.6
90.6
Dosis 5 mg/kg BB

x100% = 55.19%

% hambatan nyeri =

90.6 — 40.6
90.6

x100% = 55.19%

O-(4-tersier-butilbenzoil )piroksikam

Dosis 1 mg/kg BB

% hambatan nyeri =

90.6 — 69
90.6

Dosis 2 mg/kg BB

x100% = 23.84%

% hambatan nyeri =
90.6 - 58.4
90.6
Dosis 3 mg/kg BB

x100% = 35.54%

% hambatan nyeri =
90.6 —47.6
90.6
Dosis 4 mg/kg BB

x100% = 47.46%

% hambatan nyeri =
90.6 —40.2
90.6
Dosis 5 mg/kg BB

x100% = 55.63%

% hambatan nyeri =

90.6 — 40.2
90.6

x100% = 55.63%
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TERSIER-BUTILBENZOIL)PIROKSIKAM, SENYAWA

LAMPIRAN D.
HASIL UJI HSD ANTARA KELOMPOK SENYAWA UJI O-(4-

PEMBANDING PIROKSIKAM, DAN KONTROL CMC-NA 0,5%

Dependent Variable: GELIAT

Tukey HSD
Mean
Q) J) Differenc Std.
dosis dosis e (I-)) Error Sig. 95% Confidence Interval
Upper Lower
Bound Bound

kontrol do 1 21.600(*) 3.413 .000 10.02 33.18
do 2 32.200(*) 3.413 .000 20.62 43.78
do3 43.000(*) 3.413 .000 31.42 54.58
do 4 50.400(*) 3.413 .000 38.82 61.98
do5 62.200(*) 3.413 .000 50.62 73.78
pl 19.400(*) 3.413 .000 7.82 30.98
p2 32.600(*) 3.413 .000 21.02 44.18
p3 41.600(*) 3.413 .000 30.02 53.18
p4 50.000(*) 3.413 .000 38.42 61.58
pS 62.600(*) 3.413 .000 51.02 74.18

do1 kontrol -

21.600(%) 3.413 .000 -33.18 -10.02

do 2 10.600 3.413 .100 -.98 22.18
do 3 21.400(*) 3.413 .000 9.82 32.98
do 4 28.800(*) 3.413 .000 17.22 40.38
do 5 40.600(*) 3.413 .000 29.02 52.18
pl -2.200 3.413 1.000 -13.78 9.38
p2 11.000 3.413 .076 -.58 22.58
p3 20.000(*) 3.413 .000 8.42 31.58
p4 28.400(*) 3.413 .000 16.82 39.98
pS 41.000(*) 3.413 .000 29.42 52.58

do 2 kontrol -

32.200(%) 3.413 .000 -43.78 -20.62

do 1 -10.600 3.413 .100 -22.18 .98
do 3 10.800 3.413 .087 -78 22.38
do 4 18.200(*) 3.413 .000 6.62 29.78
do5 30.000(*) 3.413 .000 18.42 41.58
pl - 3.413 .020 -24.38 -1.22
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do3

do4

do5

kontrol

do1

kontrol
do1
do 2

do3
do 5

pl

p2

p3

p4

pS
kontrol
do 1
do 2

do3

12.800(*)
400
9.400
17.800(*)
30.400(*)

43.000(*)
21.400(*)
-10.800
7.400
19.200(*)
23.600(*)
-10.400
-1.400
7.000
19.600(*)
50.400(*)
28.800(*)
18.200(*)
~7.400
11.800(*)
31.000(%)
17.800(*)
-8.800
~.400
12.200(%)
62.200(*)
40.600(*)
30.000(%)

19.200(*)

3.413
3.413
3.413
3.413

3.413

3.413

3.413
3.413
3413

3413

3413
3413
3.413
3413

3.413

3.413

3.413

3.413
3413

3413

3413

3.413
3.413
3.413

3.413

3.413

3.413

3413
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1.000
210
.000
.000

.000

.000

.087
.538
.000

.000

114
1.000
.616
.000

.000

.000

.000

538
.043

.000

.000

291
1.000
.031

.000

.000

.000

.000

-11.18
-2.18
6.22
18.82

-54.58

-32.98

-22.38
-4.18
7.62

-35.18

-21.98
-12.98
-4.58
8.02

-61.98

-40.38

-29.78

-18.98
%)

-42.58

-29.38

-20.38
-11.98
.62

-73.78

-52.18

-41.58

-30.78

11.98
20.98
29.38
41.98

-31.42

-9.82

78
18.98
30.78

-12.02

1.18
10.18
18.58
31.18

-38.82

-17.22

-6.62

4.18
23.38

-19.42

-6.22

2.78
11.18
23.78

-50.62

-29.02

-18.42

-7.62




pl

p2

p3

do 4

pS
kontrol

do1
do 2
do 3
do4
do5

pl

p3
p4
pS
kontrol

do1
do 2

do3
do 4

11.800(*;
42.800(*;
29.600(*;
20.600(*;

12.200(*)
400

19.400(*)

2.200
12.800(*)
23.600(*)
31.000(*)
42.800(*)
13.200(*)
22.200(*)
30.600(*)
43.200(*)

32.600(*)
-11.000
-.400
10.400
17.800(*)
29.600(*)

13.200(*)

9.000
17.400(*)
30.000(*)

41.600(*)

20.000(*)
-9.400
1.400
8.800

3.413

3.413

3.413

3.413

3.413
3.413
3.413

3413
3413
3413
3.413
3413
3413
3.413
3.413
3.413

3.413

3.413
3413
3.413
3413
3413

3.413

3.413
3.413
3.413

3.413

3.413

3.413
3413
3.413
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.043

.000

.000

.000

.031
1.000
.000

1.000
.020
.000
.000
.000
.014
.000
.000
.000

.000

.076
.000
114
.000
.000

.014

262
.000
.000

.000

—

.000

210
1.000
291

-23.38

-54.38

-41.18

-32.18

-23.78
-11.18
-30.98

-9.38

1.22
12.02
19.42
31.22

1.62
10.62
19.02
31.62

-44.18

-22.58
-11.98
-1.18
6.22
18.02

-24.78

-2.58
5.82
18.42

-53.18

-31.58

-20.98
-10.18
-2.78

-22

-31.22

-18.02

-9.02

-.62
11.98
-7.82

13.78
24.38
35.18
42.58
54.38
24.78
33.78
42.18
54.78

-21.02

.58
11.18
21.98
29.38
41.18

-1.62

20.58
28.98
41.58

-30.02

-8.42

2.18
12.98
20.38




p4 kontrol

do 2
do3

do 4
do5

pl
p2
p3
pS
pS kontrol
do 1
do 2
do 3
do 4

do 5
pl

p2
p3

p4

20.600(*)
22.200(*)
29.000
8.400
21.000(*)
50.000(*)
28.400(*)
17.800(*)
~7.000
400
12.200(*)
30.600(%)
17.400(*)
-8.400
12.600(*)
62.600(*)
41.000(*)
30.400(%)
19.600(*)

12.200(*)
~.400

43.200(%)
30.000(%)
21.000(*)

12.600(*)

3.413
3.413

3.413
3.413
3.413

3.413

3.413

3.413

3.413
3413
3413

3.413

3.413

3.413
3.413

3.413

3.413

3.413

3.413

3.413
3.413
3.413

3.413

3.413

3.413

.000
.000

262
354
.000

.000

.000

.000

.616
1.000
.031

.000

.000

354
.023

.000

.000

.000

.000

.031
1.000
.000

.000

.000

.023

* The mean difference is significant at the .05 level.
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9.02
-33.78

-20.58
-3.18
9.42

-61.58

-39.98

-29.38

-18.58
-11.18
.62

-42.18

-28.98

-19.98
1.02

-74.18

-52.58

-41.98

-31.18

-23.78
-11.98
-54.78

-41.58

-32.58

-24.18

32.18
-10.62

2.58
19.98
32.58

-38.42

-16.82

-6.22

4.58
11.98
23.78

-19.02

-5.82

3.18
24.18

-51.02

-29.42

-18.82

-8.02

-.62
11.18
-31.62

-18.42

-9.42

-1.02




LAMPIRAN E.
HASIL UJI EDso SENYAWA O-(4-TERSIER-
BUTILBENZOIL)PIROKSIKAM DAN SENYAWA PIROKSIKAM

Prosentase Hambatan Nyeri (selama 30 menit) a = 0,05

Kelompok senyawa uji

No. gf/{nctg O-(4-tersier-butilbenzoilbenzoil) piroksikam
0.5% 1 2 3 4 5
1 90.6 20.53 38.19 39.29 61.37 66.89
2 90.6 27.15 32.67 55.85 50.33 713
3 90.6 28.26 38.19 44.81 52.54 73.51
4 90.6 19.43 24.94 415 58.06 64.68
5 90.6 23.84 4371 55.85 55.85 66.89
Rata-rata  90.6 23.84 35.54 47.46 55.63 68.65
SD 4.04 3.9 7.1 7.91 437 3.63
LR ED50 Seny Uji
dosis % hamb
1 23.84
) 35.54
3 47.46
4 55.63
5 68.65
ED50 3.34
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% Hambatan

80
70
60
50
40
30
20

10

Dosis

w

Prosentase Hambatan Nyeri (selama 30 menit) a = 0,05

Kontrol

No. CMCNa Kelompok senyawa pembanding Piroksikam
0.5% 1 2 B 4 S

1 90.6 13.91 44.81 51.43 65.78 75.72

2 90.6 31.57 38.19 52.54 50.33 65.78

3 90.6 24.94 31.57 38.19 45.92 72.41

4 90.6 20.53 35,98 42.6 60.26 63.58

5 90.6 16.11 26.36 44 .81 53.64 67.99
Rata-rata 90.6 21.41 35.38 4591 55.19 69.1
SD 4.04 7.09 6.95 6.04 7.9 4.93
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LR ED50 Seny Uji

dosis % hamb
1 21.41
2 35.38
3 4591
4 55.19
5 69.1
ED50 3.4
80 — = = & ¥ —
=== = y=11.51%+ 1084 | i ==
= RE=10.394 — ==
° =
E 50 '/
_.EE., 40 /
ke 2
s 30
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LAMPIRAN F.
SERTIFIKAT PIROKSIKAM

TR 51 22 IR B2 A B AR 4
NANTONG JINGHUA PHARMACEUTICAL CO. LTD.

CERTIFICATE OF ANALYSIS
APl ADD:A3

g Road,Nantong Fangsu China i 0 .
Iel:86-513-85609405/85609400 3/} 9 (52 ”59 = lC lqg,
n 2 Ar HE

PIROXICAM MICRONLZED
Batch No. _ PRX2009005M _ Manufacture Date 2" 2009.3.4 = z -
Total Quantity 200.0KG Report Date g 5 009.3 35 -
Commercial Quantity, 200.0KG Re-test Date 2012.3.3 :
lnspection No. 092030020
TEST SPECIFICATIONS RESULTS
(USP)

Characteristics off-white to light tan or light yellow odorless powder Complies

Identilication

Af(REeB UV C.TLC Complies

a
Water <0.5% 0.32% §
Residue on =0.3% 0.14%

e metals = 0.005%

<<0.005%

Organic volatile impuritics compiies Complies

Reswdual solvents

Ethanol ).5%

<0.5%
Particle size 100% == 1000mesh Compilies
Assay 97.0~103.0% Q0. 46%

Conclusion  The praduct nicets the requirements of  USP 31 and tlie additional
items defined by customer :

b B gEpevior foser. Chicf of Laboratory 2 2, .
25§3 % 5 ol
QA Relecase Date - 4 "'ji&;’i
: e i
E] N
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LAMPIRAN G.
SERTIFIKAT MENCIT (MUS MUSCULUS)

CV. SURABAYA MOUSE SERVICE
WEDORO MASJID NO. 20-E RT. 01 RW.05 WEDORO
KECAMATAN WARU SIDOARJO
TELP. 081938310682 — 03170259110

Yang bertanda tangan di bawah ini:
Nama : M. Syamsul Bahri, S.Kom

Selaku penanggung jawab Pengembangan Hewan Percobaan

M kan bahwa yang di kan pada peneliti
Judul - Sintesis O(4-fersier-Butilbenzoil) Piroksikam dan Uji
Aktivitas Analgesik Terhadap Mencit (Mus musculus)

Peneliti : Aluisia Ita Davita Salim
Institusi +Fakultas Farmasi widya Mandala Surabaya
NRP 12443006136

Merupakan hewan uji dengan spesifikasi:
Mencit galur : Swiss Webster

Umur :2-3bulan
Jenis kelamin : Jantan
Jumlah : 60 ekor

Demikian surat keterangan ini dibuat untuk dapat digunakan sebaik-baiknya.

Sidoarjo, 20 Agustus 2010
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LAMPIRAN H.
SKEMA SINTESIS O-(4-TERSIER-BUTILBENZOIL)PIROKSIKAM

15 mmol 4-tersier-butilbenzoil
klorida + CHCL3 10 ml

o)

~

10 mmol piroksikam
+ 2 ml piridi
+ 3(;n ClgglL; rrlnl tambahkan kedalam air

dingin + 30 ml

reflux selama waktu tertentu
, KLT tiap jam sampai
noda piroksikam (-)

;

Dicuci dengan NaOH

Fase CHCI3 dicuci . IN 30 ml, pisahkan fase
dengan air 2 X 50 ml ) CHCI3 dengan corong
pisahkan fase NaOH pisah, KLT ad 1 noda

|

dekantir —— — rekristalisasi

dengan etanol

uapkan fase CHCI3
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