43



LAMPIRAN
Lampiran 1 Certificate of Analysis Adapalen

AART! INDUST

RIES LIMITED

Taluka & District- Paighar, Pin - 401 68086
Tel.: +81 8883035452, 8983065452, Teie

CERTIFICATE OF ANALYSIS
ADAPALENE BP

Factory * Unit - IV, Piot No. E-50,

MIDC, Tarapur,
Maharashtra, INDIA.
fax . (02525) 861082

Batch No. _ : AD-18202UM-01)-00IRP ___ Dateof Mfg.  : JUN-3015
AR. No, : FG/O484/18 - Date of Exp. : MAY-2023
Batch Qty. :2227 Kg Dale of Release 1 22/08/18
WO | A RESULTS SPECIFICATION
I. | Deseription | Almost white powder | Wiite or almost white powder,
2. | Solubility Complies Sparingly  soluble Tetrahydro
Practically insoluble in waler and ethanol
(96%)
3. | Wemification Complies The Infrn Red spectrum of Sampie should

A)By IR concordant with similar preperstion of that
of Ada WS.

B)By HPLC Complics The retention time of the major the
sample solution comesponds (o0 that of
standard solution, as obtainad in the

4. | Appeamance of Complies The solution i clear not more intensely

Solution coloured than reference solution BY,

5. | Relfared substances Below disregard imit | Inpurity A - Not more (han 0.3%
(By HPLC) Beiow disrcgard limit | Impurily G < Not more than 0.15%
Below disrogard limit Imparity D : Not more than 0.2%
Balow disregard limit | Unspecified impurities : Nof more than
0.10%
Below disregard limit Total impurities : Not more than 0,5%
6. | Heavy metals CE_-EIQ Nat more than 20 ppm
7. | Losson drying [PRLEN | Notmore than 0.3 %
03*C foe 4 hours)
8. | Sulphated nsh - 0.04% Not more than 0.1 %
9. | Asmy (ByTiPLT) 0% [ Beween 0% w0 010 %
substances
10. ‘gyultm ;olvm Nat detected Dichloromethane : NMT 600 pprm
27 ppm Ethy| acemte :NMT 5000 ppm
113 ppm Tetrahydrofuran : NMT 720 ppm
540 ppm Toluene - NMT 890
: Not deiecied | Dighyme T sag 2
1 ;Tliltyhnm conteat 10 ppm Not mare than 80 ppm PP
L Renvark: The material complies us per BP and above fication.
Analyat Checked By Approved By _
gt T éw‘g@m}m asls
¥ 77 Mahendra Girase Shyamsundar Des
Analy a wi
3t ﬂg = 'ud L Con!rol Hﬁld ual; A.m
", T INDUSTRIES (TD.
Unit - IV, Plot No. €-50,
'::‘DC:‘OT:WM T3, & Dist, P
OFFICE : + .M
;’- nggoomozm Floor, Mulund G Link Road, Mulynd M,mm,,‘mm' 5
wj_m_m- 737“96.37976897.25910195-Fu:m.91.22_' "mm.m

* Fot No. 801/23, G.LD.C. Estate, Phase - 11, Vapl-386185, Dig:. Valsag, &n’:s, vy

INDIA,

CP0am 1omm atme oA,
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Lampiran 2 Certificate of Analysis Precirol® ATO5

GATTEFQSSE
Certificate of Analysis

Produet nwmo . PRECIROL ATQ §

ein N° 1 J082PP0

Batoh N* 125604 ‘
Mapufactinng date 0 2018

Explry cimin DR 2020
i —— — - S——!
CHEMICAL DEFINITION
‘ Glyaneol wistoorate (type (1 EF | Glycery! dixinacntn NF: 1
; = = |
| Charactaniatic Muatpod Spochioatan Resuft 1
‘OMNUFACTUHINOI PLANT Onttalnxss O/ Innoyis D@ 01,01
| APPEARANCE MAGIS3  Fine white nowdar Canfarms
!( ODOUR MAGTTO  Faim Conturms
500‘.008 (Gardner Scala) MADZIE < - 30 08

DROP POINT (MITTLER) MADUOY. 530 1o 600°C LE RS

ALID VALUE MAOD0R = 600 ROy I
SAYCNINCATION VALUE MADYIZ 165 10 195 mykDiva 167

IODINE VALUE NMADORE <= 3021009 <= 10"
FREE GLYCEROL CONTENT MAGOOE <= 10% 0l

TOTAL MONOGLYCEMDES CONTENT MADGDE H.0 b 220 % s

TOTAL DIESTERS QONTENT MAEDOOE 400 1 El0 W o0/

TOTAL TRIEBTERS CONTLNT MATOON 2050 1 350 % 'l '
PALMITIC ACID (C18) MADODD A0 U w600 % A G x
STEARIC ACID (€120 MADOUS 00,0 10 40,0 % 412

HUM DF PALMITIC AND STEARIC &CIDS MALOOL o %N a7

WATER CONTENT MADDN? = S0 W w0y |
TOTAL ASHES CONTENT MADO2E =l % s=01°
NICKEL COnNTENT MADZSE < | poee Cantomrma l
HEAVY METALS CONTENT (Py) A 0 pree Cantorms *

* Uharnctensys gusrantued but not testac.

Thie tiatkh was 1o by our witharzed Quilty Meanger end wes 1ound 10 TV6aT TG 6p0cilitations as stwiad obove. Thir above |

muity go ot discharge The eustomnr frem the obligetion to carty aut 1 Insgectian of goode beelvat,
This teport Ay bewn pruduces stectroncally and Q046 N1 e 8 nqmiun.

Proong Dase 1 11,02;2018 X Cusdity Manager
. Magali DRONNIES
= = . _
Paggm - " 0!
GATTEIORR GAG 06 oomrow e Serme S0 10090 - RE004 SATCPRENT Cumes  Siimn Wil <53 0 1322 M T Theenw  « 3D M AGAAN )

RES 00 00w e A BB R0T furos WG S Lvde B 00 ABE 00 AT oemind TEF I Y 10N 5% O




Lampiran 3 Karakter SLN Adapalen

Formula Ukuran Indeks Zeta
Partikel Polidispersitas  Potensial
(nm) (mV)
PAC 2% 130,77 0,27+0,04 -232+%0,3
118,65
PAC 3% 115,57 + 0,23 +0,03 -19,57 +
2,80 0,93
PAC 4% 160+2,09 0,24 +£0,03 -17,7 +
0,44
PAC 5% 186,07 + 0,26 £+ 0,002 -18,97 +
1,10 0,15
PAC 6% 200,67 £ 0,25+ 0,01 -18,4 +

3,33 0,36




Lampiran 4 Kurva Kalibrasi Adapalen

3.1 Perhitungan Pembuatan Larutan Adapalen

3.1.1 Larutan Induk

Bobot Adapalen
volume

Konsentrasi Larutan =

Bobot Adapalen

100 ppm = 100 mL
=100 ppm x 100 mL
Bobot Adapalen =10.000 pg =10 mg

3.1.2 Pengenceran Larutan
Konsentrasi 1 ppm

V1xC1 = V2 xC2
V1 x 100 ppm =10 mL x 1 ppm

10 mL X1 ppm
100 ppm

V1=0,1mL=100puL
Konsentrasi 2 ppm
V1 xCi1 = V2 xC2
V1 x 100 ppm =10 mL x 2 ppm

V1 = 10 mL X2 ppm
100 ppm

V1=0,2 mL = 200 uL
Konsentrasi 3 ppm
V1xCi = V2 xC2
V1 x 100 ppm = 10 mL x 3 ppm

10 mL X3 ppm
100 ppm

V1=0,3mL =300 uL
Konsentrasi 4 ppm
V1xCi = V2 xC2
V1 x 100 ppm =10 mL x 4 ppm

10 mL x4 ppm
100 ppm

V1=0,4mL =400 pL



e. Konsentrasi 5 ppm
V1 xC1 = V2 xC2
V1 x 100 ppm =10 mL x 5 ppm

V1 = 10 mL X5 ppm
100 ppm

V1=0,5mL =500 pL
f. Konsentrasi 6 ppm
V1xC1 = V2 xC2
V1 x 100 ppm = 10 mL x 6 ppm

V1 = 10 mL X6 ppm
100 ppm

V1 =0,6 mL =600 pL

3.2 Kurva Kalibrasi Adapalen

Konsentra Absorban
Si si
1 ppm 0,203
2 ppm 0,311
3 ppm 0,425
4 ppm 0,525
5 ppm 0,640
6 ppm 0,758
Kurva Kalibrasi

0.758

06 | ¥=0.1103x +0.0908
R®=0.9995

0,525

Absorbansi

Konsentrasi (ppm)




Lampiran 5 Perhitungan %EE SLN Adapalen

Konsentrasi Larutan

Bobot zat aktif bebas

Rumus EE%

Konsentrasi =2 = 4

Bobot zat aktif bebas = Konsentrasi x Volume x fp

% EE = total zat o'*'¥ ~~* ~ktif bebas

x 100%
total zat aktif
Formula Absorbansi %EE
PAC 2% 0,5975 98,46822
PAC 3% 0,502 98,75733
PAC 4% 0,397 99,07464
PAC 5% 0,444 98,93261
PAC 6% 0,4493 98,91599
1. PAC2%
H — 0,5975-0,098 __
Konsentrasi =13 = 4,53 ppm
Bobot zat aktif bebas = 4,53 ppm x 10 mL x 10 mL
=452, 86 ug = 0,45 mg
% EE = 2mgomd y100% ¢ 98,5%
2. PAC3%
: — 0,502-0,098 __
Konsentrasi = oiis = 3,66 ppm
Bobot zat aktif bebas = 3,66 ppm x 10 mL x 10 mL
=366 pg = 0,37 mg
% EE = DRI x100% :98,7%
3. PAC4%
H — 0,397-0,098 __
Konsentrasi = =513 = 2,71 ppm
Bobot zat aktif bebas =2,71 ppm x 10 mL x 10 mL
=271 pug=0,27 mg
% EE = 30mg=027mg 1000, :99 1%

30mg



4. PAC5%

— 0,444—0,098 __

Konsentrasi =T = 3,14 ppm

Bobot zat aktif bebas = 3,14 ppm x 10 mL x 10 mL
=314 pg = 0,31 mg

% EE = W x 100% :98,9%

5. PAC6%
: — 0,4493-0,098 __

Konsentrasi = i3 = 3,18 ppm

Bobot zat aktif bebas = 3,18 ppm x 10 mL x 10 mL
=318 pg = 0,32 mg

% EE — 30mg—032mg x 100% : 98,9%

30mg



Lampiran 6 Pengukuran pH

Konsentrasi Pengukuran 1 Pengukuran 2
PAC 2% 5,42 + 0,023 5,86 £ 0,015
PAC 3% 5,46 = 0,015 5,75 + 0,036
PAC 4% 5,61 + 0,050 5,75+ 0,026
PAC 5% 5,29 £ 0,083 5,47 £ 0,012

PAC 6% 5,33 £ 0,067 5,42 + 0,015




Lampiran 7 Dokumentasi Penelitian

Uji Daya Larut Uji Solidifikasi

Sonikator Probe Sentrifuga Pengukuran EE (2 siklus)

PSA & Zetasizer



