Lampiran 1: CoA Adapalen

LAMPIRAN

AART!INDUSTRIES LIMITED

Factory : Unlt - IV, Piot No. E-50, MIDC, Tarmpur,
Taluka & District- Palghar, Pin - 401506. Maharashtra, INDIA.
Tel: +91 8983035452, 8933065452, Telefax - (02525) 861082

CERTIFICATE OF ANALYSIS

ADAPALENE BP

Batch No.  : AD-18202(JM-01)-00|RP Duteof Mfg.  : JUN-2018
AR. No. : FGID48/18 Date of Exp. : MAY-2023
Batch Qty. :2227Kg Dale of Release  : 22/08/18
_TESTS | RESULTS —__SPECIFICATION
I. | Deseription Almost white powder | White o almcst whit powdkr.
2. | Solubility Complies Sparingly soluble @ Tewahydrofuran,
Practically insoluble in waler and ethanol
(96%,
3. | Identificasion Complhies The Inftu Red specirum of Sample should
A)By IR concordant with similsr peeperation of that
of WS.
B)By HPLC Complics The retention time of the major
sample solution comespoads 1o that of
sinndard as obtained in the
4. | Appeamance of (& I The solution & clear net more incensely
Solstion - coloured than reference selstion Y,
5. | Refased substances Below disicgard limie | Inopurizy A - Not more than 0.3%
(By HPLC) Below disrcgard limit | Impurity C = Mot mere am 0,159
Below disregard limit | Impority D : Not move than 0.2%
mma fimit gn.::cs&d impurities : Not mere than
|
Beloiv disregard limit | Toial impurities - Not move then 0.5%
6. | Heavy metals Complies Not more than 20 ppr
7. [ Dosson dryiag 0.10 Nedmore than 0.3 34
foe 4 hours
8. | Sulphased asn 0.04% Not moce than 0.1 %
9. | Asmy By TiPLC) 100.27% Boween 980 % 10 1020 %ondried |
10. | Residual solvents Not detecrted ;l&:leﬂm
ol deter 600 ppm
= 27 ppm Ethyl acemte - NMT 5000 ppen
113 ppm Tetrahydrofuran - NMT 720
640 ppm Toluene : Nﬁr‘ﬁ'ﬁn n |
~ Not delecied Diglyme : NMT 500
11. | Triethylamine contenr 10 ppms Not mare than 0 ppen £
r%nﬁﬁu r 8P sid above specification.
s CheckedBy T AowrpvadBy
& Fer sgllit _'4:\5 a ﬂoﬂl? EQM:LGSHS
Amak Yy o :‘:hmdn Girase Shyamsundar Dess
: ", KT1 INDUSTRIES LTD,
Unit - Iy, 'ﬁ' No. €-50,
5 10T, Tarapur, & Dist. Paighay,
HEAD OFFICE : Pin - nerashina
;l.Udyop.m Kmaunoa.umucmnl::ucl:ow Mumuw,mmm LT
Mo&g_—g—&m.mreeammms * Fax: 00 - 91 _a_m- 400 080.
* Plot No. 801723, eLoc. Estate, Phase -, .v,?!.';?y”. Dist 2.5563185 “g‘
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Lampiran 2: CoA precirol°’ATO5

GATTEFQSSE
Certificate of Analysis
Produet name | PRECIROL ATO §
wim N° 1 J082PP0 |
Batoh N* |E5604 1
Manufactinng date 052016
Expiiry dmiw on 320
- — — e .
CHEMICAL DEFINITION
Glysecol destoarnte type () EP | Glygeryl distasrnin NF.
: — —— - g — 4
| Ehnrmctarimtic Mathod Spnctuatnn Result
MANUFACTURING PLANT Onttetosss  OF /lemoyis D6 ovn
APPEARANCE MAOI93  Fine white powcer Confarms
ODOUR MACITD  Famt Contuems
| GOLOUR (Gardner Scala) MAD21L < 30 08
DROP POINT (METTLER) MAODDY S30 w20 LR
ACID YALUE MAODDS = 500 mgiOnry 174
SAPCNINCATION VALUE MAOYIZ 165 1 198 mgkQnQ 167
IODINE VALUE MADORE <= 30 p2/1009 €=-20"
FREE GLYCEROL CONTENT MADOOE <= 10% 01
TOTAL MONOGLYCERIDES CONTENT MADCOE 5.0 1b 220 % 174
TOTAL DIESTERS QONTENT MADOOE 400 o 60U W 807
TOTAL TRIESTERS CONTENT MATIOL 2% 0 15 350 % W ‘
PALMITIC ACID (C18) MADODD A0 U 140,00 % A4 5 ]
STEARIC ACID IC18) MADODY 000 1y 400 % 832
SUM OF PALMITIC nmsmmcm MALOOS WO N nz
WATER CONTENT MADOD? <= 1O W « 01 {
(TOTAL ASHEE CONTENT MADO2E <=0 % s=014"
INICKEL CONTENT MADZSE < | ppre Cantoma '
|HEAVY METALS CONTENT (Pb) MADOIY  « 10 b Cantomms *
‘ * Chminaterisuc guarantoud bul not tesiag,
The batch was by our h § Quulity Menagoer nnd waes tound 10 meat ™e spacifiganons as stant sbove. The above |

MLty 0o not fischarge the customne Hom the obligetion to curry out uh insgetion of goods acelved.
This sepiet hay bean pruduced stectromically and @oas no1 regquire & sgnatire

Provong Dese | 11,12:2018 4 Qumbity Nansgw
. Magall DRONNIER ’
L — :
Pagm . !
WATTEFORE AL M womrre e Duvns WIOR' BR00A SANT FRERT Cumes S T <330 322D Thowane  +J104 ANy

SAS e ai e A IBISOT buruk WL K Lvin B 00 B8 300 - 4* @TBemind TEF AR &3 100 536 00
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Lampiran 3: karakterisasi SLN Adapalen

PAT 2%  31456+349 0,41+0,02 -33,56+0,56
PAT 3% 391 + 115,42 05+0,04 -34,03+249
PAT 4% 317,6 £4,01 0,43+0,01 -29,1+0,7
PAT5%  238,2+3,84 0,34+0,01 -29,03+0,32
PAT 6% 2515+1,12 0,37+0,01 -31,7+0,79

Keterangan:

PAT: Precirol®ATO5+Adapalen+TEGO®care 450

Pdi: Polidispersity Index

Zp: Zeta Potensial

Lampiran 4: kurva kalibrasi adapalen
4.1 Perhitungan pembuatan larutan adapalen

4.1.1Larutan induk

Bobot Adapalen

Konsentrasi larutan =
Volume

Bobot Adapalen
100 mL

100 ppm =
=100 ppm x 100 mL

Bobot adapalen =10.000 ug =10 mg

4.1.2 Pengenceran larutan

a. konsentrasi 1 ppm

V1 xCy =V, X C,
V1 X 100 ppm =10 mL x 1 ppm
v T
Vq =0,1 mL =100uL
b. konsentrasi 2 ppm

Vi xCy =V, X C,
V1 X 100 ppm =10 mL x 2 ppm
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_10mLx 2ppm

Vi 100 ppm

Vi =0,2 mL =200uL
c. konsentrasi 3 ppm

Vi X Cy =V, X C;
V1 X 100 ppm =10 mL x 3 ppm
Z T
Vi =0,3 mL = 300uL
d. konsentrasi 4 ppm

V1 X Cq =V, X C,
V1 X 100 ppm =10 mL x 4 ppm
v -
Vi =0,4 mL =400uL
e. konsentrasi 5 ppm

Vi X Cq =V, X C,
V1 X 100 ppm =10 mL x 5 ppm
v o
V, =0,5 mL =500uL
f. konsentrasi 6 ppm

Vi X Cy =V, X C;
V1 X 100 ppm =10 mL x 6 ppm
v -
Vi = 0,6 mL = 600Ml
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4.2 kurva kalibrasi adapalen

Konsentrasi Absorbsi

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
08 0,758
07 y = 0,1103x + 0,0908 064
0’6 R2 = 0,9995 0.525
- 0:5 0,425 /
_,_E 0,4
2 03 ;
® 02
0,1
0
1 2 3 4 5 6
konsentrasi (ppm)

Lampiran 5: perhitungan % EE SLN adapalen

Konsentrasi larutan

. —a
Konsentrasi = YT

Bobot zat aktif bebas

Bobot zat aktif bebas = konsentrasi x volume x fp

_ total zat aktif—zat aktif bebas

%EE = x100%

total zat aktif
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Formula Absorbansi Efisiency

entrapment
| PAT2% 0,419 99%

PAT 3% 0,476 98,83%
PAT 4% 0,489 98,79%
PAT 5% 0,482 98,81%
PAT 6% 0,492 98,78 %

1. PAT 2%

Konsentrasi = % =2,97 ppm

Bobot zat aktif bebas = 2,89 ppm x 10 mL x 10
=297 ng=0,297 mg

_ 30mg-0,297 mg

% EE 20 mg x100%
=99%
2. PAT 3%
Konsentrasi = % = 3,49 ppm

Bobot zat aktif bebas = 3,49 ppm x 10 mL x 10
=349 pg = 0,349 mg

_ 30mg-0,349 mg

% EE o me x 100%
=98,83 %

3. PAT 4%

Konsentrasi = % = 3,61ppm

Bobot zat aktif bebas = 3,61 ppm x 10 mL x 10
= 361 ung=0,361 mg

_ 30mg- 0,361 mg
30m

=98,79%

% EE x100%

50



4. PAT 5%

_0,482-0,0908
0,1103

Bobot zat aktif bebas = 3,54 ppm x 10 mL x 10

Konsentrasi = 3,54 ppm

=354 ng=0,354 mg

_ 30mg— 0,354 mg

% EE x 100%
30 mg
=98,81%
5. PAT 6%
Konsentrasi = 2492709908 _ 3 63 ppm
0,1103
Bobot zat aktif bebas = 3,63 ppm x 10 mL x 10
=363 ng=0,363 mg
% EE — 30mg-0363mg 100%
30 mg
=98,78 %

Lampiran 6: Uji pH pada suhu ruang

PAT 2% 7,24+0,02 7,02+0
PAT 3% 7,450,01 6,93+0,02
PAT 4% 7,07+0 6,78+0,02
PAT 5% 6,94+0,10 6,52+0,02
PAT 6% 6,9+0,01 6,43+0,01
Keterangan:

PAT: Precirol®ATO5+Adapalen+TEGO®care 450

P1: pengukuran 1
P2: pengukuran 2
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