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4873412823 : MAJOR : PETROCHEMICAL AND POLYMER SCIENCE
KEYWORD : EMULSION/ NONIONIC-SURFACTANT/MICRO-ENCAPSULTION/CHITOSAN
MENTHOL/CONTROL RELEASE/HAIR

SAYUN PHANSOMBOON: MICROENCAPSULATION AND CONTROLLED RELASE
OF MENTHOL BY CHITOSAN, THESIS ADVISOR: PROF. SUDA KIATKAMJORNWONG,
Ph.D., THESIS COADVISOR: ASST. PROF VORAVEE HOVEN, Ph.D., 74 pp.

The oil-in-water (O/MW) microemulsion of menthol in mineral oil was first prepared in the
presence of 1:1 mixture of a low HLB surfactant, polyloxyethylene-2-stearyl ether) (HLB=4.9) and
a high HLB co-surfactant, cetyl-steand alcohol (HLE=15) using a homogenizer with a stirring
speed of 16,000 rpm,_.TﬁE menthol microemulsion coated by chilosan was then solidified by ionic
crosslinking mm"s-uc!'rgm tripolyphosphate _[TE*E}I; As characterized by laser light scattering
particle size analyzer, the chitosan-menthol r'ﬁ'icr;:]{:anﬁules had a size in a range of 0.5 - 40 pm.
The shape and mnrpm:rug,_y of the mlqmcaliéulqs were analyzed by optical microscopy. The
optimum preparatiﬁ'.cunmtiur}“ihat yielded th'ble ‘micmcapsules with a narrow size distribution
was as follows: homogenizing speed of 'iﬁ.ﬂﬂﬂl‘"rpm.,. homegenizing time of 3 min, concentration
of surfactant of E.D%hww}.-;-‘pH of 4.9 mol ratio -I:_;em:een chitosan and TPP of 2:1, crosslinking
time of 120 min and weight ratio of oif to chitosénf;;:‘iﬁ:j._The microcapsules containing menthol in
the microemulsion were siablll.iia‘l'hi-gh tempamtuié'fa't%“c under three sweep cycles of control
stress at 1.0 Pa evidenced by G' and G values (naas.uma by the rheometer. As determined by
gas chromatography, the encapsulation ﬁfﬁniﬁ; of menthol #/if microcapsules was
appfoximataly,'m The amount-ol-menthol encapsulated in-lhe microcapsules was equal to
2%(w/w). The-amount of the released menthol can be varied as a function of the mol ratio
between chitosan and TPP and the weight ratio between oil and chitosan. At 80% relative
hurmidity and SE&C, the total amount of menthol release from the microcapsules was in a range of
60-80%. As evidenced from scanning electron micrographs, the microcapsule added in the
leave-an hair condition was found attached ta the hair surface. Furthermore, not only the leave-on
conditioner containing the chitosan-menthol microcapsules helped increasing the thermal

stability of the hair, but it also made hair softer and easy o €omb.

Field of Study Petrochemical and Polymer science Student's Signature..

Advisor's Signature /ﬂ-‘é— MJ?

Academic Year 2007 Co-advisor's Signature. Iﬁ! ﬂ?‘"‘“\l
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'iﬁ:*u.mﬂlgﬂ'?im?‘ﬁulﬁ [1] 1uin?uﬂﬂ1ﬁgnﬂanuuumLﬁﬂmurgum?ﬂﬂnﬂﬁﬂﬂuﬂ:m‘i‘mﬁu
snmarsiigmieiunaslulilifsiatuniouen Tneaisiignuieuegnisluaisdudwmls
llasuatgasanlugnanuan Lﬂﬂﬂfj'luﬂmq:'?imm:ﬂu Vi Ao AudnFaRe NI
ArFeu Aaranilunge-Aae saaieasediae venaaninaswionarsivelugiesls
Thsunlyadsdantiesiumsiisinegnrelusinn niadjitousd visnndenanin
muldanazeniaialunsas asnnieu lwuansdiansdaslunisdauaisiigniedy
enrtluitiiaonndufislfarasaldsuldazman uaziiaanuaeafouinieiu
aruansalunisiudnailulasumiyaessansiigniaueg ey saatainniaes
ansiussqagnalulaiasualys iuﬂfjﬁ'umﬁiﬂﬂ'ﬁm?ﬂu L PN ‘Eﬂ'l-lﬁﬂtmﬂr]ﬁ‘lﬂm*ﬁ
Ve 1lin18aITANATNENTIN TEEXATINNIZANAENEUTIN INATIANITANATNEUTIN A

arlunsA-AedTAnAsnaufan AMNNduTesansANAznausaN [2-5)

g1 2.1 dnsuzaeslulnsuelya
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A9 2.1 wallamaarenlulasualgasedinanmenin uszauiaseslulasualya

Physical methods

Size, micrometer

Spray drying

Rotating disk

Stationary extrusion nozzle
Centrifugal extrusion nozzle
Submerged extrusion nozzle
Air suspension

Pan coating

5-500
5-1500
500-4000
250-2500
500-600
>75
=1000

= - ] .
AN 2.2 nallanssinalnlasualyadoediniaei uszaunreslulasualye

Chemical methods

Size, micrometer

Simple and complex cancentration
Interfacial polymerization

Phase separation

Solvent evaporation

In situ polymerization

Super swelling polymerization

Miniemulsion polymerization

2-1200
2-1000
0.5-1000
0.5-1000
0.5-1000
0.5-500

0.1-0.4




2.2 lalna1u (Chitosan)
- - ral - ol - - -
Talvsudmilunefweiildsnsssneid Midueyiuseeslafivialuneduran

lssiinunanlusssusrmdudusuanssesainiaglas laiudunedweTinsaaes
N-acetyl-D-glucosamine Anululassakraansulfends nex ey unuilaumilin uszenlaes
s8auia uazsueailn latnsnddaannimaufinienindamiaziafia (deacetylation) 184
nfiudaesnadadu inliugesiaaalad (NHOOCH,) s8slafuwanwdumjesiity (NH,)

J s & N 4 . - -J
fiAfusuAumiai 2 [6-8] Asguin 2.2

-
H
HHD 0
(0]
OH
m- .n

1 2.2 gaslaseaFravedlaiiu ues lalnany

- - o~ -
Wassanlalnrudunefisiefildainsssnaa iadaldanuldends nszaeqy
unuuiln Jadutagdeiisaangaamnssuaamis Asfisangn uszinlkinalulsyina
-l - ol '
Uszneudlaniifidulsslanivaedszng vin iuldAfuAsiiddn (biocompatible) tiat
2 — M - . o g A
aat1ldn1989nan (biodegradable) laiiilufi (nontoxic)  HonadudauuaiiGe
L
(antibacterial) 3afidaulavauadszgynd uas Maustruninaraiaduneasnssy
¥ W
msunne uszindanssy |y avsAnmAznaulunisiniaiifisaanlsanugaaiunssy ans
-l - - e e .I - - o=
indaudulefamafeliasiuuuaiFouasidas doudsznauluafndnriaTuacnuay ans
J - w 1
ndauaalifetdrengniniuine uiuisullauds wincpouqunislasaesresuas
oL
arresngEndanw (usiu
P r i L] - =l a W Lo
Talnsuldiazaruluun drauasdavinasareBunsd udauisoasaiulal
- - i - an | el i - = - =l -
argazanuflunseBunidiieunnaiiaiidl pH  Yeund 6 lafiulusssndafiaziiawin
| - - s - ¥
Tuianagands 1x 10° lusnsiilainauasiiiaminluanasglutdae 1x 10°fa 1.2 x 10°

i -
TUBYNUTUABUNITHRA



L
- [ | - J
Degree of deacetylation (%DAC) uAtisdAuTulATiu-laTnIu Wessn
laviu-lalvaruiilulanefiueferudnanausiuafaey N-acetyl-D-glucosamine WA
e 4 (] L Ly ] al .

D-glucosamine findadiunagiauiusssnauainaiusnuinndn Aell degree  of
. a . - ral A =
deacetylation A1 zuansaulRAuIealAfiu uAt dadiuresnauamaiasaninndd Aed
A1 degree of deacetylation @1 azusimsanliFAuIailaivay  Taalalnaull %DAC

i 4 ald & - I
HINNIMTBYINNLY 50% Iu'!m:“lﬂﬂuu %DAC #1191 50%

2.3 83atu (Emulsion)
sruvdiadulszneufosresnnd 2 wiaflidn i egludnwue 2 dgnia seamen
>
e 2 alimiidou) senevwansieiy Saduidussuuassnasssai lAFuad nienly
- L 1
gramnssiuatezznn Sdaduulseendu 2 dszianivag Téun Sdaduriia dniului
3 i
(oil-in-water emulsion, OMW) = AmiunaaiiunszaIuAagluun uazdiaduiia
£y o i , P 4 ¥ v m Y.
n lutniu (water-in-oil emulsion, W/O) mummJuwﬁwnuwnrmwmw'lumuu Wama
- - -I wr - - e o = 1' a -
AnwoizAagin 2.3 fladefidmuntiinse diaduluiudnndauasniuasiniuy seunaad
: o - F e % .
fuuuinndraidluangns uaz dgnianiiinaaniasndissduipnialisedies [9,
10]
‘. - - g -4 [ o - - :'
e nddatulludoudssneuresreauas 2 1ian ldawarautnnuld dadu
- J a - i - - E - -
auAnIneniidiAgyfignasdiaiuie Anuates annsuenipniasesdiadus:
- I i - E - [] - L a - el
Wiagustesamdafindnmdaussanaassigniabimuazan lunszusunisinigladuill
. e o e -+ -
patios Maldlasnisiuarseaudaumliiailassaframiaaiivesigniaisasafey
aalt 1hun a1s8aad I 1y arrasusaRafia (surfactant) 8178383 Inazdaui Windiadu
W -I’ -lt - - - [ i
$1eu uasilaouatusuiniudan arsddaildasgnaaduuniaseunuaresigniali
| - = o ar W el R | = 5 o - .
Aawies nnmFonaaduliiiauatostiauaisinisliasanusamatiauanndmileelin
i B [ - - i J =’ J W :
FunilansanusaRafafan sxdiulfuspdaussuinadounteunanasgoun e unilu
- . ™ -l
Tuana1981snALINRAIAEY (hydrophile-lipophile balance, HLB) luszuuliddaduiiwsiuy
P P | - 5 -
laflauiadnas waziiANEiusNINgaIs A19199 2.3 uamAd HLB  AumgAnssunig
ArAItreIaYTAARTIRaE N lunFHANEIA LN uRzAITAAuTIRAud Audun 1A
n15tuNIu AN IEeeInEtTunIY AT Nt U YRR TAALTIRIES A1 HLE uazTiinTes
- - ' - - e oar - ] sl -
nsan dinafa U IALAENITNTZREATR R AT U TaN LA sauDaalesnIneesddadu

#atl [1,3,6,7]



&

Surfactant molecules

%

Emuision Droplet

b

Emulsion Droplet

’

Micelles

1

Qil-in-water emulsion

Water-in-oilemulsion

L
g1l 2.3 usun g nzaesBiaTuIAe T
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A1919N 2.3 Adandoussndndauiireuituasdouiiseuun luluanasesaisanusasa

fin (hydrophile-lipophile balance, HLB) fAuwqRANITuN1ITALATE18IAIRALIIRIE TuA

[1]

HLB-Range Behavior in water Examples of application

0D-3 Non- soluble Defoamers, dispersants of solid in oil, co-

emulsifiers, refatting agent

3-6 Non-soluble, dispersible ~ Water-in-oil emulsifiers, co-emulsifiers
6-8 Milkily dispersible Wetting agents, water-in-oil emulsifiers
B-10 Milkily turbid to Wetting agents

translucently soluble

10-13 Translucently to clearly Qil-in-water emulsifiers, laundry and
soluble cleaning detergents
13-15 Clearly soluble Oil-in-water emulsifiers, laundry and

cleaning detergents

15 Clearly soluble Solubilizers, cleaning agent

2.4 wunaa (Menthol)
LHUNBA Wie 2-isopropyl-5-methylcyclohexanol lugrflsznaulssinninaiiiu

e H - ] r R - I . i
usanaasatanuNnludiusa e fius (peppermint) uazAafuliug (corn mint)

qRTlANa CioHpg0 i 2 lelsuied Ae Usslunea (L-menthol) WAz Aunas (D-

Sl ) g , L J 3
menthal). A3t 2.4 vinTuianasesiimaatiAiniy 156.267 niu/lua qavasuman
8¢/lu124 41-43 °C uaz qaReailAlYiL 212 °C daguiuiaruiisnlunimignuunas

a - - - I -
wldum s biiaAudulusdaiusindueieslddouyara (personal care praduct)
=’ - i - - J e
wateszan 1y wamiiauaze adunn ATHIITIduRNTiANARIN 988N UAT ATY
- - " - o m ale - s
tpadunnstianlifesdneean esanumasidluingAunisaign uay Weiun 14l
] = L L ' A & . .l A i a L ] B am sl e i
ﬂﬂ“ﬂﬂﬂﬂm'ﬂHQHH']"11"I~IHHLLﬂ'?I‘|.3J'I"I"I.|.“lI"Iﬂ MITUN ﬂ*!ﬂ'lll.“ﬁf!‘l-ll:!ﬂ?mHHH’J"IHHHNTHH‘E!N

-y - I'J
HARA YT dIUNANIBIIUNEA [11,12]



]|

OH “oH

>;,...,.

ALUUNEA (D-menthol) UaRLNUVEA (L-menthol)

71t 2.4 grslaseainaasauiuves

i 13 L 3
iesrnuungs luaunsnazaalutiusarans laA TN naniwuneal14
- - - - J
anlusdadumisruasasnuaitgaduan Adldegluglrasaisazariunesiazeny

R ST - H . .
atjlunniuneuudiAsnanfudaurauBu] 18U MIA AT ALATTNTIEUNN

2.5 \@un (Hair)
unasznaudedautszneuvdnT LA ns1Au 60-90% &lla 9% 11 30%, @

2% u.ﬂ:ﬁﬂuﬂ?:nﬂuﬂtﬂuﬁﬂanf«ju‘[ﬂu: VU NeILAY (copper), #anz@  (zinc), Usen
‘.’ & & J Y
(mercury), RENa (lead), AITUY (arsenic) UAZ IMAN (iron) Uszuiod 0.3 - 0.9% Wutanie

uanreadunniifnwosithunda uasiivszquiluay

ok b

enoculicis

bow =5 high-5 ol b
oteine  proleins remnan

para cell  ortho cell h
L

S
cartex
i

1 I
i 'IF 200 200 TOOO00 M

-l e
E'IJ\"I 2.5 Anwusraadun
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uismaziuefAen (Amerchol Corporation) [13]  AnmAainginasalunisipfiay
Aavudunnlfreanedmeiilszquan Tauldarmedwefilszquanngy hydroxyethyl
cellulose (polyquaternium -10 w78 PQ-10) wanaihaieiauazermdunn faufu
ansanusaiefialszaay Jamudinisldanmmedwefrsquanidudaunanluiteinpanu
aratmduny M IMduny qﬁu widng W1 uasn1sdndosiareadunnAdundinis 4
winAuT L una s meReflszquan fiiuundeanainianairsniouen

mafunniidnyuaiulrzgsudaniniameiueilszquanannsonisinl i

2.6 MsEsINml

siduiiiuadesfuninateudladu uazeyninseslatnaulugilaeslulas
urga (microcapsule) teldlun1spauANnsamsensesanssinenilfatiadasisai

1 A.A 2006 Wang uesAms [2] AnganawsunayniAtunaluasauseslalngi
eszgnilunisaauaunisilaatdesasugau Taowfenlalnsuiursqaugaulieyu
gﬂﬁﬂﬁiuuwﬁﬂuﬁﬂﬁu (water-in-oil, w/o) #atMATIA membrane emulsification N 1¥iAia
dudiadudaonaninWaisssatlalnsunauiudugaudauumasuioingu
(porous glass membrane) #4lu9dHaN WaIWWATasauBmas fiflanramusaiadia PO-
500 @enmnatuiiviiadaslnswaanasina (tripolyphosphate; TPP) WaTiTaNaInT Ui
asfaungmiadlad (glutaraldehyde: GA) laawudnnia Sumsidenannsiinasied g
INu18IBYNIA tﬁmmmmﬂmfﬂuwmn wazuuLLrunandenen Waiinnsi
MunranAe pH3.5-4.0 dasidaussudnamjariiluasslainauuaswidanladses GA
{u 1:1 uarszuzanlunia@en11918e GA A 60 wAfl

1 A.A. 2002 Ko uazAne [3] ﬁnmmim?ﬂuﬁqmﬁw‘m'l.uﬁsﬂu'nﬂq'l.ﬂiﬂ'l'mu?';ﬂ
WWaruauninlanlsensn Felodipine Aaumaiianisdensanalnowusslassiindy
Inamedreain (TPP) Tuduusniunautusmisssanslainandunsauedan 1% () i
i Tween 80 iflud1sasusaieiin tlusansueinsaelulaasalsiing vinl¥l#dTadu
dnsiu iy (oil-in-water emulsion, o/w) nAawdnlliRuluairazats TPP A nnisvmaasd
nudneynailrunludel 500-710 lulasuns aauasannea l3lA 80% uaznudi8msanag
Uanudantn IufL pH  wazpdrudindures TPP daminTuiansuazaanmdudures
lAlnny uazsvA 89N N1

1 A.A. 2000 Hino ussAMY [4] Anwanneosiatunuutin lutniuluia

it . = . =
(water-in-oil-in-water emulsion, w/o/w) WirlWiwtusnmiaslalnauieacuaunas



1

Uasddaat niunuvu (tryptophan) Tufuusnidunsadesdiaduinluinu (water-in-oil
emulsion, w/o) 2 fiau Tumainfursslnandiselsd 7l 5%HGCR uasanussieia dou
fivited! viUuruusslnAlansenlaflumarenin doufiaesiilainaufissarelunsa
Buv3aiiasineg 1dur nsarlediin, nseueddn, nsefia@in uaznsauaniin luaveaia
aandadune 2 gnilidriutewin B luna e HCO-60 WuasanussRaRa
Wewsududiadununirbahiuluh snarseas snudmnlifinsdalnaoulans
anlad snsninlanseslituiuaineensaduien ¥ minfinsdatndealansenlads
finmdufumnsanazdonasndiunss vin Wlainsuszatlitessaiaduiaaiidan
wiranaslaaysessasyinuy uananiidamudiddadufieionlanldnsauedfnuas
nsadinfiiniaiiusnangndifsitunladnsaneMnuaznsauaniin

U AA 2004 Plochocka [11] AnsanisAauAnnisaaldesunaalungy
wdnATmANazaInludeaan Tasnasnsndiaumesiivaiaifuenia (Aadluiuss
waned) weamisedniiunaezeiintulanefiefaiindagg Adnniudieden 14
uanA iy methyl acylate (MA)/aerylic acid (AA) copolymer, monomethyl maleate
(MM)/acrylic acid (AA) copolymer, mono-methyl itaconate (MMI)/acrylic acid (AA)
copolymer, methyl ester 984 methyl vinyl ether/maleic anhydride copolymer WAt methyl
ester 184 methy! vinyl ether/maleic acid copolymer uazAnmninlamlsssuneala
19 gas chromatography Hu*iﬂﬁ'nﬂmrﬂnnﬂﬂ"ﬂﬂmuwaaiumjﬁué’nﬂiaqﬂﬁﬁ?m
lalasladnresiusiaamed GFOaRIAuATIAS MMI > MM >> MA dmFussuy MMIAA
copolymer %Iﬁé’nﬂnw:ﬂﬁnﬂﬁﬁugaﬁ:gnﬁu gns1lunislamldgeasulmnduiudagdou
MMI:AA ndnaRe SRTdau 6:94 , 11:89 Wanslunsdamldasuinnindnindau 28:72

1 A.A. 2005 Sooftitantawat uazAmE [12] wsenlulasurljatesueamiunas
Taun suRdussunaanuatsvieu 1éun gum arabic uazutlaficiunisfawls (CAPSUL,
HI-CAP100). Weglugddiaduneu AnmTpalveglug/lulasumliadatinaiia spray
drying A9NNAENASEY nii e Buaiarsiefinliumlgaannsainiiusuneald
unau Maiidiesnaniefudaduemusiannsofunisunissnsesunesls T
HIECAP 100 @anEnussquiunaslAinaige anmsAnenizasuaunslandaatnud
arlunanlamderresimenainualgaiiaiu Li'ii:mﬂu’l‘uﬁuﬁnﬁ'uﬂ:ﬂmﬂqﬁt#u%u

anaAdtingrnundneiy  azdiulddn faudaziinasAnminisauaunis
UanUdeorasummes uwitilifinseiouiueyniannaluaseuiivedusaslalnen

] - : J ] . - E'Jd .
ey ddniitaulanaslflalnruduaisvedufissandunefwe fMilszquanis
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wiararsofaniziudunnlii Wessndunniilszaay Tnsavinfonddadures
muﬂﬂﬁqﬂfjiuzﬂ'mqﬁﬂﬁu'l.uﬁﬂ (oil-in-water emulsion, ofw) lunaaziilarsaausaiaia
dlihsFunlieglugveslulasunilga (microencapsulation) Tasiadeudaslalneud
dearanedaninmadnaama wailssAnmfawlslunnaoslulasuelga Wi dadou
spaasdensssielatnan Wuku Alkassauiineneniwuasuuuuaunslanyser
wartiutiunianialulasualga suiauaznimszatefinresnuiauwalga (Gurssilaginaiin
Laser light scattering particle size analyzer) Ussfitug1uinen (Awaszvlae scanning
electron  microscopy) ¥8dlulATuALgA ﬁqﬁnﬂn'iﬂqzmu11mh1u'inmn1l1ﬁqﬁq‘lupj

andulU i dudounalundnduaiinauazeiavietiqadun s
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uvn 3
N1TNAREY

3.1 @SR
3.1.1 tHuvaa

Cyclohexanol, P-Menthan-3-ol (C,;H,,0), 'sE’lanTJJI.M]ﬁ 156.27 gfmol,ﬂmﬁﬂn
~212 °C, 9AMABNIMAT 42 - 43 °C. IRVING R. BOODY, Bangkok, Thailand

Light mineral oil: colour: Clear, 9Aam 310°C, Hong Huat, Bangkok, Thailand

3.1.2 lalnau
Poly(beta-(1, 4)-2-amino-2-deoxy-D-glucose); poly(beta-(1, 4)-D-glucosamine),
(C¢H,,NO,), Wmiinlauans 100,000 Dalton, 95%DAC

3.1.3 ATAAUTIALHT

Poly(oxyethylene-2-stearyl: ether] (C,H;,(0OCH,CH,) OH, n-~2 ﬁwﬁnfum ne
1151.54, qaiAan 50 °C, EAC, Bangkok, Thailand

Cetyl-stearyl alcoholi (C,H;,0,) Hamiinlutang 512 g/mol , yMiAam 300-360°C

Cognis Thai, Bangkok, Thailand

3.1.4 A5\ 3aNY
| -
Sodium tripolyphosphate (TPP), (Na,P,0,,), ¥ munluiana 367.86 g/mol, 3aLAen
622 °C, SIGMA-ALDRICH, St Louis, USA

3.1.5 gasafialalile
W@nwwu (CH,,), Mallinckrodt Chemical, NJ, USA, wminlaana 100.26 g/mol,

qaAaA 69.0 °C, analytical grade

lalédianian (C My, Unilab}! Auékiand, ‘New, Zealand: Haviinliiana (82.15
g/mol ‘!Hlﬁ’ﬂﬂ 83°C, analytical grade

nsmlalmsAsein (HCI), Merck, Frankfurt, Germany, ﬁmﬁniumqa 36.46 g/mol,

analytical grade
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sk G

NFAUBTFAN, (CH,COOH), Merck, Frankfurt, Germany, Wwiniuana 60.05 g/mol,
qnli'ﬂﬂ 16.5 "C, analytical grade

Tndelamsanlad, (NaOH) Merck, Frankfurt Germany, usninluans 40.0 g/mol,

ﬁllmiﬂn 318 °C, analytical grade

3.2 \ATRailD
1. Gas Chromatography, Model Auto system XL, Perkins, Boston, USA
2. Laser light scaltering particle size analyzer, Model Mastersizer 2000, Malvern,
Wnr'castarshiref Uk
3. Controlled Environment Chamber, EST electro-tech systems, Glenside, USA
4. Homogenizer, Model Ultra Turrax T25, IKA Labotechnik, Staufen, Germany
5. Agitator, Model RW20 D2M2, IKA Labotechnik, Staufen, Germany
6. Stirrer, Model Voriomag Poly50, Kemet, Gottingen, Germany
7.Rheometer, Model Haake RheoStress 600,Haake, Karlsruhe, Germany
8. Light Microscope, Model AxioCam MRcS, ZEISS, Goltingen, Germany
9. pH meter, Model CGB40, SCHOTT, Mainz, Germany
10. Balance, Model CP224S and LP6200S, Sartorius, Gottingen, Germany
11. Moisture analyser, Model HR73 Halogen, Mettler Toledo, Schwerzenbach,
Switzerland
12. Transonic Digital S, Model TB40DH, Eima, Stuttgart, Germany
13. Texture analyser, Model TA.XT Plus, Stable Micro Systems, Surrey, UK
14. Tensile tester, Model 5564, Instron, Massachusetts, USA
15. Scanning electron microscope, JEOL JSM-5410LV, Tokyo, Japan

16: Differential scarining calorimeter, DSC822°, Schwerzenbach, Switzerland

3.3 A EMININARDY

3.3.1 manisdlulasddaturesaunas

AN poly(oxyethylene-2-stearyl ether) vwin 2.5 -5 wefidudlauiiwin uas
cetyl-stearyl alcohol Yinuin 2.5 - 5 ulefiiuMaetinmin Tutn 95-97.5 wefdudlag
sl Tufanauauauasaue 1000 faddns fiqaunndl 70 - 75°C meldnsTunoudan

o : - = p - LI -
Lﬂﬁﬂﬂuﬂqu VATTHIFIFEY 400 $EURBUIN quﬁﬁiﬂ:ﬂ"lﬂ{ﬂukuﬁlﬁﬂ'}ﬂu Madazuldsaau
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daduresaisanusama B LR Ay 2.5 uar 5 wefiauslagiminidfieuiuin
angaumpiirasansazateiil 4045 °C vameumesiiazatsaglu light mineral oil 50%
{eniawtin 80 findans saluaisazaisnialdnisiiunouiinaiuda 400 reusieund iy
981 20 wn uaztiunaulaeiaiasiiumaudagesanarmdalunasily 13,000, 16,000 usx

i i - s e
19,000 FRUABUIN WAZEI9R7 15 IR Nidvue s lalulasSdadusswsunaaly

W1

3.3.2 mawnsnalalasualgalaingou

v sazaitlalnaulunsauedan 0.1 N semadndy 1 Wefdudlamionin
TuBunuauidenar aslusdadusessunesiwronldlute 3.3.1 Tuniuiineida
281 400 seuseu e 30 unil usriiunauiirenagedaniatasiiuaudags koo
adalunsihy 13,000, 16,000 %3e 19,000 sBURBUNT URF291987 1-5 WAT Aivue
antumeaasaarelaen mednasmin (sodium tripolyphosphate, TPP) A2 MENTY
5 wefidusamiaminifhufunumigesnis TaowlsdardaulaetuareaTep lalnay
i 1:2, 1:4 uay 18 Fapdas 1 dasansreunit neldnistunauiingnda 400 sevse
it Wuszazinanenufiimue 60, 90 uag 120 uiit 15 pH vesllasumlqafiiels
Faunsauadan uaz tnielansantad adl 3, 4, 5 uas 6 AuAMUA A119T 3.1 uAng
nisulsAaulsreaniananas

#5mAn critical micellar concentration (CMC) 18381780UsRaAaR 0t ATes

Tensiometer uas 78 JaussFanaraumas lussLL
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5N 3.1 mawdnlasuiudreinaeresddatunuuiniului uasnamienlulazuelya
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ERTT Mole ratio of Weight ratio of
nis Code of %wt of amino groups of | Crosslinking | Homogenizing | Homogenizing Final pH of menthol:
NARDY sample surfactant chitosan:TPP ﬁrrga, min time, min rate, rpm mixtures chitosan
1 | Tsoo1 25 2:1 60 9 13,000 488 8:1
2 TS 002 2.5 2:1 60 1 16,000 4,88 8:1
3 TS 003 2.5 2:1 60 1 19,000 4.88 8:1
4 TS 004 5 2:1 60 1 16,000 4.88 8:1
5 TS 005 5 2:1 60 5 16,000 4.88 8:1
6 52160 5 2:1 60 3 16,000 4.88 8:1
7 52190 5 2:1 90 3 16,000 4.88 8:1
8 521120 5 21 120 | 3 16,000 4.88 8:1
9 541120 5 41 120 3 16,000 4.5 8:1
10 581120 5 8:1 120 3 16,000 4.3 B:1
11 5211203 5 2:1 120 3 16,000 3 8:1
12 5211204 5 2:1 120 3 16,000 4 8:1
13 5211205 5 21 120 3 16,000 4.88 8:1
14 5211206 5 2:1 120 3 16,000 6 B:1
15 | A-521120 5 2:1 120 3 16,000 4.88 8:05
16 B-521120 5 2:1 120 3 16,000 4.88 8:2 =
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Surfactant + water +

co-surfactant

70 - 75°C in water phase

Cool down to 40 - 43
Tranghwmed o tha

it waler phass
Water Phase

At40-45°C

Oil-in-water emulsion (o/w)

Menthol in mineral n!l

oil phase

Stirring at 400 rpm for 20 min and followed by homogenizing

Transtered io
Oil-in- water emulsion (o/w) g Emulsian

17

1% chitosan in 0.1N acetic acid

Stirring at 400 rpm for 30 min and followed by homogenizing

Transterred to
- FIRRESL
Stirring at 400 rpm

5% TPP solution

=l - - m e a Y. H - ' E . -
710 3.1 fumsuniasFo@irdunuuimiiluhlaofivunessgluiniu uaznneionls

Tasumlqaraslanauussquiunes
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3.3.3 mMsimsrenantRrediatuuarlalasualaa
3.3.3.1 1uIALATNITNTERIEAITasuIndNatuwaslulasuAl g

Airsiruiauaznirnrzatedresnnaddadunaclulasualgagunsanan
(sphere) AatnATIA laser light scattering particle size analyzer WU general purpose 'f'iﬁ
dosmwiadaus 0.020 B 2000 aTAnams n1eldnasuyuiiu 2000 seusieud Anasini
uavaelulasumlya (RI) = 1.50, ANsinMILAI389F 081 uittrdnduiisn RI = 1.33,

ANIIAANAULAL = 0.1

3.3.3.2 Augwivevasddaduuarlulasuailys
AnneidugAnurresdiliaduualulasumlgalaundesqansemivuuuades

: u wry b o
ti1u (optical mieroscope) SannUwWTalssnuafanllsunsy AxioVison AC Reld.5 uax
Image Pro Plus5.1 Inuvangidfaduvialulasualgaasuuudiunszanuiala Yaviudiousdiy

- - '-J E] - -
nrzanuasINIFIATIENguNgivie Inalinidasene 40X

3.3.3.3 Bwwrewisveslalasualys

AprpiBi e sudsiamuaveslale suntlgaiisionlfdanines Moisture
analyzer Haugdl 105 °C Intmenlilasumlgaasiuauazgiifiuninnsegniolueies
indpiet1elinszartiaiiany Wrzmaaalunisiwss sz 30 ui neldszun
fIn Weintesiddiaaaduan ey infasszAnnnBinarasudsiousaiilnesin

AAulae s inmmeteies Moisture analyzer

3.3.3.4 nesnwaaslulasualdas

Aamziiatusnwaaalulasualgasas controlled stress Rheometer fanfugou
Usznaauslsingy |[HAAKE Rheo Wit Pro ﬁiummuqﬂ 4°C'hed0’c ununaiudl
uandaIRau (shear modulus) Meldsruutin neld cone-plate Rheometer C35/2Ti
srazvnasendnalau AU wam iy 0.105 mm, SRF1T8IUINREY 1.00 (1/s), yududaas

TALRNINGA (cone angle) 2.004 B4A1

3.34 nsasansainasgurenffanauunea

4 - ¥ ¢ : -
wisuarazateuIarg e lilumsiinssivfiunamunaalasdaimin

WUvBsNWLELEN 5000 Hadniu azaiuluy mineral oil WwadmFuamsauis 1000 HadaRs
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13

Uiinffuastiidlu 1000 fiafdns Taqnuam uaziadrbidiniu azldarsararoniasgiud
. o .

#iu (stock solution) T8aumeaAudndy 5000 douluwiladnudou (part per million;

ppm)  IATENAITATATENIATIIUNUNDAAINIENTUAIT AdunniFaaeaTazATY

warguisiuludadouduanilunimei 3.2

= 4 g
ANFI9N 3.2 fmﬁnnmmmm‘mmmﬁuﬁaﬁuﬂﬂumnn?uumm:mﬂmn?gw

HUNER

Ardaduansacain Fuinsatsazaiy Fu1As Mineral oil
UIRFIUHUNDR mmg-'au;‘;’qﬁu (HadAang)
(ppm) (Hafans)
1000 20 80
2000 . 40 60
3000 60 40
4000 80 20

TAroiFunununeasat Gas Chromatography (GC) lms@mansazane
uAsgUIuNea 0.5 lulasiar uuu spiiess Taldanaazlunisiiasife Aediniuseq
5% diphenyl, 95% polysiloxane, A214E12183RBANY 30 A, WuAUdNAIARANY
0.32 NAfNAT,  ANNUITEATTAIAY 0.25 lulasiuas dasnasluareuianins 0.5
finAanssew? grungiiGai 140 °C dmsnasnasiinguugil 5 °C Aeunit detector lu

Flame lonization Detector (FID)

-l
3.35 mavnffanamuneanussqlulalasuadyga
3 4 t - ¥ - T
dalulasumlgainsruiminuiuauzzann 1.0 nfu azarulu 50 iaffnTee9

a1sazartnsalalaseasinasiadaduo.1 N lusnaudafiehie wyuifuiiaaauds 500
seusiaunl Aoisasnouutivdn e 60 unil stantey 25 isdRnzasluganui
wyuiiufipanda 600 seusieund iuas 30 unit thsraufofiuzsqansaraioiaednalg
14 Ultrasonic bath igaungsl 50°C durtindluiaan 30 wiit daew 10 finRansrasanioy

duamufia uﬁ:tﬁumfmﬂsﬁw‘l.i'iﬁﬁmm-m 1 lulpséng SrmsivnEuioinunaasag
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e GC Tanldantazlumsiimssiduieaiude 3.3.4 wiFunmunesiiussqlu
- e . | ¥ -
walgalaunisioudunsuiasgu MalinsanulFuasuneadudadoulasimdn

L
Weuiuresudaianuaeslulasuatys

3.3.6 msAnmmalamlaesaiumeasinlulasualys

'i:'lu'in:u.ﬁﬂjaﬂﬂﬂuﬁﬂﬁﬁ'ﬂuﬂuauﬂrzmm 3nfu dlanuufasuimdudiu
Audnane 9 dudwns hlidlugauauaninzeinadiass fanansoruRuguugiiues
pduduinldnandesnis nalunimeaesl¥gampiiaaiaf 27°C uaz 32°C uaz
muqummiuﬁ'uﬁﬂﬂ’?ﬁ 80 wefidus ndrnlAnaininlamldenmuifesnisuda W
iluTasuatlgaeenaindarisiguaniazenIAd ae s I B uniuuneaviaey

a § - - s
wasnnirlamlaes lan 1495 dwRuaiufiesunelude 3.3.5

3.3.7 madsggndlalnauumeslalasuadgalundniuviniadlddou
YAAR

3.3.7.1 ndnuATauIanus i lidesdseannidaulsEneuni 4 Aamss
al
n33

d - - L : L
A1919N 3.3 JaRrlAmusmisuiaauln

Fadmgau aulR
Benzyllrimethylammonium chloride Calionic surfactant
Fattyl alcohol Thickening agent
Dimeticone Conditioning agent
Chitosan microcapsule Conditioning agent/Controller release
Methyl paraben Preservative
Cellulose ethers Separation agent/Thickening agent

3.3.7.2 ARiAstaduaNdMivAATinasIAR auAA lAUUN YA BN dusN
nianazemdunudteaisaratelnduuaeiadaa AuENdy 14 Wefidud
Taedawmin WufFums 1.25 Haddns Aaidunn 15 nfu 2 sau Ngoinnil 37°C indsuduy

- i -l ad L] i
LuABATIUIANNTTAT Bifasd1eeeniwionlalude 3.3.7.1 WulFuin 0.15 Hadfns e
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L3

e - i - -: - - 4
wdurn 3.0 nfu induanuiafigoungil 20 °C Asaudiingluania 55 wWedfidun

AersinisiefeuRnreIrTHUIAUU&UNNAIY Scanning electron microscopy

3.3.7.3 AT EVNITaaNEAan AN e ureslUsAuLuL A ua N

Aarninaraarsdaniapuievaslisiuuuidunndon Differential  scanning
calorimetry T.nu'i"aﬁ'ﬂaﬂﬂtﬁ’uuuﬂﬁmﬂuémﬁm lddhoazgiiidunuuuiidaila 10-12
fadniu diinndu 75 Wwlasing wilndaud dadnfudaudandanirteananin (sealing
press) Wusmageu ua ¥ianay 75 hilasanslufnesgiidiuaiifdtailuasdneds
Guinsamsilasifasnfaundszuudadu 50 °C Ruguugil 10 °C seud audl

200 °C

= = |
3.3.7.4 TATIZNAINUNAUTBUAUAN
Aansiauguaurandunudal Texture analyzer latldaniazlunimeasy

Aaiide rm:4a?rf:'lumm#ﬂuqﬂchhmﬁ’unu 10 fiafuungAadui uszez 40 Hafuing
TatWietmaistusiovsn 5 Ut 82 3.0 niH ANEN9 18 LTUAAT Fie 1 Aat19 uas
fanziinluusasleuanduan 5 A fiqauugdl 20 °C  ArFuguIMElueInaa 55
wefidud nfsuansnailudiussiifununisiefieuiiassdutinnind udasas Jadn

L3 i L ] ] J i
panaszulsiuiuAtauiawIs udununAaay

- -l -
3.3.7.5 AT IEMNITUIAUNHAIEIATEIMARDLLTIAS
- - - o - P-1
NATIEUNI T NS UNNAULATRINAREULTIAL NN 195N 1INARBUAILAD NA3

i - " o - a - - i :
indeuireudusidiuninagiisnooainnda 40 fedwasdeuwd lnoldUsonuiiafon
:' - - i - W i = -'-'
viauum 5 et ez 3.0.050 ANEIT 18 TuFATAD 1 A28eina gaaund 20 °C AMAY

4 ¥ 10k W .
duvindlugnnna 55 (lafidud (aTesuandaiduA U InuapRaul aaaueuvd

-J |ﬁl J L i L P L= = -ﬂ.
negiliiarrAmnanszudsfuduAinimineviesinssndunuinasa
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uni 4
HANISVNARBILAZIRITUHANITNARDY

aNMARBLALANTAiHanAsBsuLinily 4 dou doudl 1 Wuninsesdiadunuy
Wil (oil-in-water emuision, OMW) dauf 2 Wuniswefuulalnaululasualgaussq
wunes doud 3 Wunisdnsuuusaunislaaldsssiunessinlanalulasualgs uas
daudt 4 unasuszgnalalnaululasunlgalunguadndnsiiaieslddauyaas (personal

care product) 1#ud Afutingudunssiinbidesdreeen

- ¥
4.1 mawIanaasuwuuinailuth
& L)) ¥ BN, - :
TudoureanisFrosddatunuuinaduluingy B newmaresrnmianastunau

L-4 i L - - i Ll o ; 4
AMITageNlAe IAUAENENsEA LRI B I ARG Ieta AN sTunIuRN AN
W lunneeululasuadgadalyl sUf 4.1 uamadnwoe (Fan) uazn1Tnszaufa199mu7a
- - . |
faiadu (121) dialiAaianiniunaurdifagdsa e Ae 13,000, 16,000 uaz 19,000 78U

i - ‘I L - L - 4 1 i R we
Aau lnoaduauAawlstu Wasda dansluaiaun 1-3 lusisan 3.1 laanudrBiladull
eeglutan 0.5-40 lulrsuss AN stiunauiiAe M 19,000 seusautn WNEdadun

- i 4 : [ el
#n1nsranuAresrauAundniialdacauianasiiunog 13,000 uaz 16,000 sausau®

1] - ] = L ; " { .

atnalsiny deRearrunswiasedBiadu 10 lulanmns 3wl wududialdaaudanisiunou

i Ll - i o J
16,000 seudawfiisnnuidaduiasngs As 9 wWeafidue, 3 wafiiud uar 5 wefidud #
AFINsuNaUA2IMIEAge 13,000, 16,000 waz 19,000 FaUABUITN AINAIAL (FEazIBLA
193978 WAz Ngnszaofaresddadu uarlulasumlgalalnsuussrununestsanimanas

. ; ' ¥ . Tl o .

A9 HegluniAnuan A1rei n-1) uanaaniinisldaaudanistiunaud 19,000 seursud

. 4o a - a a al . a . -
liiianissandtreesrrsausafdofnanilugli 4.1c _naqde Aamdanasiunoui

- [} - - - l:
prEagailunsiR bilnanatesasaaussialanianssanmidulssdunalugjau daua

L e . - e w ool . -
Wanauluanaesarsaaussfstaluszuuseuq eyninanss Bladuniaionlaenadl

- s o - - - v - »
RRUTAINAY LHEIINHRTNIANA YRR T8 ARTIR A Tuss ULty WaluTaRNaEAd BYN"A
- T § 4 3 L BFR o a4 a = . =
qziARaun AT nasuendoussudnahiutniuin I au uansanilarudanisunoud
] o -y = i L J

19,000 seusau MiiiaresaniAsnaIsaausaRaia lussnitamnAToNaNadunINIY
3 - = v i 4 L J- -
saumniifaduiadanldranmanisiunou 16,000 seuseud Al¥adadunfinisnszanusia

¥ J a . ¥ -l - ]
saarurauAundulaltA TN siunauy 13,000 seussuiIh uas tiavesanaAlusening
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LR L] J . 4 I -
nawTeNddatutanndiaiuiFanistiunqui 19,000 seusiaua  lunisAnwuasssduls

B el (14-17)

Particle size distibution {b]

pgﬁ.iﬂim:uunuu
pasticle sice fam)

H Particle size distibution (d)

e
¥

. Volums

L

il =

0 020 030 200 1000 4000
poriiele sles (pm)

0 020 030 200 tlmq;.w
s s

U7 4.1 fnpuzaesdiadusesemmenlulalnaufiazaislunsauedin nam ), ©) uas
(&) WaENENTzan et AT [Halind ndaneiiingn 13,000 Fauderin lunw
(b), 16,000 seuABUNT TR (d) uas 19,000 seusaur? luniw ()
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4.2 mawmsanlulasuadgalalnsruussquiunaa

lunmasesdaniildinmuansznusesiadusinaqreanissitolilasualgalainey
ursquuunes 1 AuudureaIsanusaiaia sraviaanlunasiunauaatuiag
Fandiressniansnsdesiniedu sruzinsrlunndenaans uay pH yaalulasunlya
lalnanu Aesurauaznisnszatsiaasssunluiasualgalalinaruussquunes sluuuns
uilnlanusaulssng Adnen Fuansseaz@ualiluaised 3.1
4.2.1 HATBIATNIITNTUTRIAITAAUTIAAT

lunimmesesiianlddnmdousininsansanusfisiondnuazaisaaussialadou
CRITRE FuienlErudnndoussudinadaniinetituazdaui e (hydrophile-
lipophile balance, HLB) Wity 9.95 sasaaussisfandnidenldifluatsanusasfafiiien
HLB fi (HLB = 4.9) Feligansnasarelninlé fedududeasiiansanuseiefiadon (HLB =15)
LFUAY HLB sesrstnigsduienunsoszare il Tneldqasduauds HLB Tusx

ATUANNITN 4.1

HLB,, = [VUFILEE S0 FLER IR T W ... (4.1)
[W, + W]
HLB,, = / [25x4.9+2.5x15] =995
2.5+ 25]

dle w, Ae wefimulagininsasansanussiafiondn = 1 dau

dle w, Ae wefmudiattnuinsssnsaausdsfioson = 1 doy

141 HLB 9.95 Asiinanad1adu Tauein critical micellar concentration (CMC) 48475
AALTIASAIMANIAAL 0.0005 nfurefAs A17AALIIALALIININAAL 0.014 nfuredns uax
Anmuansznurssnuddusesnsanuseieiin 2 A1 Aa 2.5 uas 5.0 weddud Heilruax
fautlsug AauanalufAui 3-4 Watead 3.1 angilfl 4.2 aziulddn fawtranududuans
anusiafa 2.5 wafiud azbidinnszaufaessnalalasualgandrandianindngu
50 wefidud oudndes wililasualgaildtiaiasnimsnng faziuldannisuendy
-raa'l.u‘inmﬂ1J-!ﬂﬂﬁ'ﬁ'lnﬂ&qﬁﬁqmuqﬁﬁwﬂumm 2 il FadianansnesurelAsannisil
Bnabuanatesasaaussiafiandesseueymateniuliiiie Ao andudu 2.5 nlefidud
mapReufaasayniainalireuinads denlilulrsumlgaiiatosnmandafianassans
fues nrzarwegluinldbidussianimuondulfine Koummil gaduRadenldanudniures

asaAuNAIRT 5.0 Wafigusd lunsAnmuatssdulsiuqsely [9,11,15)
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b TR B e Rk e

e s
e i, |
: Particls size distitution (e)
| .
3 ¥
_I
{2}
B
- l-] |
> 5
1] |
1 13 05 10 W e !
B s | |

g1l 4.2 snwnurzeslulaumigalaneussyuumes Tunan (a) uss (d) nirnszsnasarseauna Tunw (b) uas (e) uaznisuandu lunm (c) uas (f)

WaldanmaruraAabs 2.5 wWeflius (uotin) uas 5.0 wefifus (wn2a i)

§é
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422 Hﬂ'l'ﬂﬂﬁ=l1ﬂ1-luﬂﬁfﬂuﬁ1uﬁ?'1“lg1§q
'lumrnnaﬂqﬁﬂnmmsﬁumumwﬁmﬁ 16,000 sausieu® luszazianifne Ay
ﬁ'ﬁmuquﬁhuﬂﬁuj Fauanslug @i 3-5 lumimedt 3.1 a1nguUii 4.3 axiulddanasiiunou
Wudasasnmiduann 1 it il 3 uay 5 unft daalidneuznisnszatefsesunnlulag
untlgawianuulasly ndnade dleldiaed 1uad azldnenszarvsuisreslulasumlgadlu 2
199 A 1-8 lulanuins uar 10-40 lulasms Taolutasumlgannadnludagouiigandn (93
wefiFus) Meiiamdnnasldiaanlunisiunoudu@ulinidnanAsluasdee araszudnain
unsinudaldlLiduinfiacs ﬁ~ENﬁ‘l‘ﬁﬂl"li‘ﬂi‘:ﬂ‘lﬂﬁ"ﬂB41H1H1NTHTuﬂﬂjﬂiﬂﬁljﬂmnﬂ usisile
Waszazoamsunou 3 was 5 unit azfanaiulddanisnszariresauinaiinnm
aainsamanniu daddnisiont 5 vt axlfuareanimazaneiaresnnalilasuelgad
aluanefign uis M MAReMUd LR TasR Ta s EURIa NnsunIuRNgaAuNd
AVARUMATBILUNER (44 °C) Aam1379T 4.1 Fauamsguavnlivesarsazarevdanisiunou
AR Refulingudninasin iwunesunadouszime llszudnanmnsiosn Faumniiae
denldrzozinanlunnsdunn 3wt luntsAnsaasssioulsausely ueansaaniidadl
#}'ﬂﬂq'mﬁfi1mm‘fu§u‘lmqmuqﬁﬁ'&nﬁ*ﬂ gan198aualMinA phase inversion uazi WA

fdatuuuuu Wi (water-in-oil emulsion, W/O) [14,18]

-d el - o i L} 3
A1971IN 4.1 1}m‘HIJI-I'I‘Bdﬂ"l'ﬂl:ﬁ'lﬂﬁfidf‘tﬂﬂ1?ﬂun‘]uﬁﬂ'ﬂ“tﬂ 16,000 saUAaUIN

sraziant lumsiunauaiTIgs gugiiresasazarenaainnisiiuniu
(min) (°C)
1 25-30
3 40
5 65-70
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| Particle size distibution

(b)
10 -
3
= 7]
I E
| 4
I ; |
I i |
f LE T 1
:' 00" 004 020 950 200 1000 40.00 |
i pariicie s e [pm] il
[} i
Particle size distibation (d) |
| Il
fos o8 [
B4 |
- b :
"":g;
£
]
u.
OBl oM 62D 050 200 i0b0 &0D9
parkce 3ic» )
Particla size distibution )
1 |
o] |
z7
£ !
£ |
] 3L
2 .
1_ |
B+ —— s S

00 0 020 050 200 10.00 40.00
partice skon fpm)

al
51# 4.3 dnwzeaslulasumlgaraslainanussqumas Tunn (a) (c) usz (e) daunis
L & o : \
nrzanesiarestuinlulasunlgail s ldaarmialunisiuneu 16,000 seuseunil u

graziann 1u0H luaaw (B8 199 Tunaw (@) uass wm lumw ()
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4.2.3 HAYRITEET I."Ilﬂ"lﬂ"l‘i"ﬂ'l-.i I.qﬂ HH14

snnsAnmnisszeznaniudenannesine fufe 60, 90 Waz120 wnd Wil
AruANAIULsALY Aauanalud1aud 6-8 um1siall 3.1 wudanasnazatsauiavesiuias
wnlgaidneazuauaaiialdrrazinaouiniu fuansnalugii 4.4 fafinazung
Weamainmadansnsduialinuysofludes 60 wnfiuen winmdannainlfetig
anysaiudsaIniaan 120wl domgiiRdede@entfszozna luilundannmadussnden

- - '
2279 120 Wi lunsAneameesdusau dely

Partich sks distibulion (b) F
L[] '
] |
— 4 |
%
£
P ; |
k| |
[ DR | o
Q01 004 93 OS50 200 HODD 4000 |
partcls aien am | |
Particle siza distibution (d) l
|
104 .
_ 4
A
| § 4
| =
f
o = v
001 0od 020 05 200 10.00 4000
= partice sies fy)
e .
| Particie size distibution ®

S LR NS S
R ———

Yolumae (%)

[l 601 DD 020 0S50 200 1000 4000
i particle sl (pn)

=l - e 5
3 4.4 dnmouzaaslulasuntlgalalneuussquiunea lunm (a), (o) uaz (e) uaznis

- 3 o v -
nrranuisssalulasuagail Weldnaniludenuans 60 wrdt luaiw (o), 90 uad Tunan

(d) usz 120 W lunn (f)
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4.2.4 navRIEATIEIUIRIEIT AR BN

mmaseslugouiiiunisinmuasesnsdaulnnluasywinamjezitusaslalneny
Foimiidusniefuuarinsneanesmndaimifiduarndenaans failauausiouls
B Fausmalud1Aud 8-10 umisnadl 3.1 nuantammaasiiuanalugl 4.6 azuhulddanis
Wasdouann 2 de 1 1y 4 sie 1 uaz 8 sie 1 daraliinisnszaruruinseclulasunlgad
AruntnaNennas GiduaiadansiitiunalalnanumnnauAull dauslilaTnanuuneday
Livianisdennuazianisanazneuiuayrinafidnne g duld fediulfaannis
L‘F‘I:N%H‘ﬂﬂﬁﬂﬁﬂ’lﬁ#ﬂiﬂ‘m'm{ﬂﬂ’i’l 10 ulasine ol 2 Wit dleiRusmednudu 4 de 1 uas
8 e 1

sannsAngaanuatanmeeluirsualgalaeduld 3 weuiiguuniivies Taeld
andou 8 die 1 uasdiladuilwinalaolsasantatnam Manasuandu (Uit 4.5) Kauumei
Bﬁi’ﬂ"‘l’ﬁLﬁﬂﬁ1‘ﬁ§ﬂﬂﬁ1ﬂtﬂﬁ?tWf’N‘rﬂé'ﬂ:ﬁT‘Lﬂﬂdiﬁ'ﬁ'ﬂ'ﬂ"lﬂid'|:IW“ﬁﬂﬁlﬂuﬂﬁ?ﬁﬂﬁuuﬁﬂﬂi‘ﬂﬂﬁ
eamaisinwiiiduansdessins 7 2 sie 1 lunsAnensaesiousiug dely wananni
gaudndnsdaulngluaszudnomeziiluseslalinau uarlnsnedviaamin delinasedns

unzFunmnslamsasuunanandan Jaeznaodaludasusely

luil iAoy 298 1 A 1 8 §i9 1

3P 45 amuansdnearsedlulasualgs Welddnsdaulseliuassudtimjorilures
lainmuuesinmedvieais (a) Lifllalvay, (o) 2 dad, (€) 4 de 1 uaz (d) B s 1
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001 004 020 05D 200 10.00 40.00

i Particle size distibution (b)
I .
I 9 '
|| =X
5 i
| L :
1l = 34 |
1 2 !
R [
g 2 ]
| A oM 0X 030 0 W 400 1|
|
il partichy 1o fpm)
L -
Particle size distibution .
: {
10 4 |
E.
Ay
-
g ¢
23 |
1 |
1 ]
L E - - v
001 004 020 00 200 10.00 4000 [}
particle size pm]
Particle size distibution |
|
|
7
2t |
i 5
- 1
53] |
=2 I
1 |
L ‘

particle size {um) !

al w
gUN 46 dnwuzveslulasualgalatnauussquiunes lunan (a), (c) usz(e) uaznis
- 3 J - i 1 -
nszadufazasuImlulnsuelgeil e lddnsadoulanluaszndsvjariilureslaintuues

Inedviasmis 2:1 Tunw (b): 4:1 Tunan (@) uaz 8:1 lunm (f)



&L

425 uaual pH

TunsmeasiiAnmuaseanisliy pH 184A1FALRILUAIRINNITATENABANHULURS
msnszaroruanlulasualys Weilrouausaulsaug fauanaludraud 11-14 lumreai 3.1
lnuansazattndaaInnaesunfinzdangnail pH Uszano 4.9 ﬁﬂnzﬂ'-"{ 4.7 aziulddmn
fmadunsateluiiWnsauedan vinllisnsasares pH AARI9IN 4.9 WU 4.0 uss 3.0 ne
nsraresunareslulasualgaiifnsuziauag Wesainayniafidauauinnds 10 hilasns
filegurenins 4 wWefidud ffuiuanas (pH 3= 0, pH 4 = 1%) aodaduaaiiessnan
nisfilatnanudand Wldiianisderaneibiedinifawnsnaglulnlasumlgaszaiseanunann
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ﬁwi’uﬁmquuiqﬁwun'lﬂ«':'lu'fﬁmnﬂ-lﬂﬁu AT193iATIlALLATEY Moisture
analyzer Aiqruugil 105 °C A naafiuanalum 19997 a-2 lun1auuanwudn nisfunldeuntas
Iun*mn':'uu‘l.u‘l‘.nmﬁﬂ-lalﬂﬁnmim.f‘m‘umﬁatﬁqﬁquumaqln‘l‘mﬂu'l.u'l‘.nmmj-la uananii
lunnarsieddainuffinnaeudgeAesyludas 2529 wefidud uamdlviiuiatiosnin
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- G (Pa) « GPa) - TO (h)
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wisrnmyeslulasuallga 'r:fa-T':'I.u'imr‘unﬂ:ﬂﬁﬁﬂlﬂﬂnmmfﬂﬁ alassiliualuiiues
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naifegy uargaudenianulding onldsuplifundssuaaaiedldinonds duie o
anmidirudieldfuusadeu Methamsniliiaunatosnelfinaznnsion 1Bideund

3aalmas
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5.0 wefidudlaginnin, sruzuariiunausnudags 3 will, samdauresarsdenannase
A1gvaYN 2 e 1 srazinaiud@en1919 120 it uss pH weslulAsuniya 4.88 Weldlu
nsAnsnslansenmunes nasililunsdnmnanlandaenie Anadudinimglu
8n7A 80 wefidus grumnil 27°C uaz 32°C mmap'*'iLﬁﬁnQmuqﬁﬁanﬁmﬂaq'ﬂmﬂuﬂmq:
e mAlausaunsemtsessznalny |
%‘nnm?'ﬂnawmdrzﬁnﬁmw'ﬁunwﬁm{u (percentage of encapsulation efficiency,
%EE) -nﬁqu.lunaa‘lu‘ln‘iqmnﬂiaﬁLn?'ﬂn'tnu'L-Im'::lumrwnnaaﬁnﬁwmha A wudndl
Alszanm 25-20 wedidud (%EE Tmsduammiandeasiidalaifingt 30 wefidus Tay
Viinaunmesi\dufediaduie 8 wefduilamiudn dunnsiifoudionlsdngnan
Wwnnievu % EE sedlatnanululasurilgaiinnaznaaesine) sieAndunlefidudlae
ﬁwﬁmaqmuwamﬁuuﬁu'lu'tnmnﬂ-,lﬁﬁal'ﬂ'i'mﬁ'aﬁ'uﬂnmm 2 wlefidud Tafunudangn
Hudrfannwedmiumsinl it szgnflusdnsaeiiaariuazemiternqaudua Taodnd
udndumnsintlulaqiuasiBuaames 05 wefidusl Tandwineandniiost
a1af 4.3 uaasanauiumanussylulainandlilasualgs Srdunimanessine
A191a7 4.3 URnnummeaussslulainaululasumlgs  (percentage of encapsulation

efficiency, %EE)

ARBENNAIALNITNARBIN USuunes % EE
(% wiw)
4 1.94 24.29
5 1.87 23.31
6 2.12 26.55
7 2.06 25.74
8 1.99 24.90
g 2.38 29.71
10 2.13 26.68
11 2.11 26.34
12 2.05 25.58
14 2,09 2613
15 2.12 26.44
16 2.18 27.30
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(8 e 1 unz 8 AR 2) HAWMAMY 0 wan1emasesludauiitanaliiiuinfenlatnanmieds
wuneasnratzasnislanUssuumesld uazisarunsnAruANTTI LU AT
Uamseneenunlddannisauanammnteseiusy InensUfunlaousandoutingudis
wunaasalalna laoaslidnmdorstlanaudesnsienaand 2 se 1 wudu Jalilulas
urilgsiiados etralsfinnn nasiBualalneeniull azdesalinmszaronnnees
Lulasumlyadsuiaendae (aanuanasdnmluine 4.26) dsdnuuzdanaisanadausliin
nassauaeslilasuailgauaz nmsuanduldiduiu witsadufesinasAnwasie |y

weunistududinisdensnainlililasualgaannsarzseninlansesiunes
¥ fHsedsldnasssdnminislansesmumesuFauiiouszuinalulasualgafivieduson

J - ] 3 : ' - - -4
lalnau Rdardauainiaudesisdauynnaiu 2 de 1 uazlulas@iisduresiunasni
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latnaunauegfsuslifianndonsans aanuanimaseslupli 413 wudaarsvieduly
Pauiviniu ffusslifnndensans Wb auunesiisansolsalses dunnsinaiy
na1aAe lutas 4 oluausn srsviedudlaidunindentansanddesinunenaenunlé
unnda funaldainArpudusssnsvinaslanddesiidnvindy 13 ludaanaidneail
Wwansiilulasumlgaiviedudonlalngiy fidamdousniatudesnidenanadu 2 de 1
AL 3 waanaluniziafl 4.3 uanaani snisduiiiiunndaurnlanddes
aiumeseenunldia 50 wWaddus Tudaa 8 4alus Jadudnmnsinduadafuszuuiilaifins
asnietuia Jausnsusluglil 4.10 ludasasrimaedn 40 daluseziininlemlsen
wuneasanuianlszainn 30 nlafiud uaasdrlausauudanadnlaineuduasiedulag
Livamadenraaliinuaraninini s anddeslfvinfiaes oeusesldamFuamnas
Usmdaumunasinesaunianniisadsesfomsailabifinnndnlalnaiu Wndenas
Uasdafios 80 weftdud lunsdififinadanaane sasnislanldesazanas Innasiasld
wanfla 24 Falus WnnsdaeyRatisnmen 50 (Wefdud nanimmasesludauiitaeiiududanag

J - - [ 3 -
Fauntrsaedarialunalanlaasmiunealéata

f T
90 -
m.
?‘u.
=<3
=
S0
20
$n
E
20
0 “0-with TPP - without TPP
0 H : . . - — T T T .
10 15 2 25 30 kL 40 45 50
L release time [hour] y

= ] i -
719 4.13 wuuusunnlamlsssmuneasiniatnaululrsumlgaiguugii 32 °C usz
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al i & i e - PR
AN 4.4 H"tFI"J"IN‘Hu‘lﬂdFlﬂﬂI"I"l?ﬂﬁﬁﬂﬁ'Eltlmuﬂﬂﬂﬂ‘i‘ﬂﬂﬂ‘lﬁnmﬂuﬁﬂﬁﬂdﬂu

fratdIAUNITMAaB Aanufuraadunsmingdanam (h)
1-4 8 — 48
Faedreliiinmadensan 13 9
fstineiinnadenann 3 9
saetialaiiflainenu 7 27 °C 3 31
Fratnalaiillatnanu il 32 °C 11 27
fratinaiilalnen it 27 °C 0 0
saetiaillatneu 7132 °C 3 14
9 3 12
10 13 9
15 | 3 12
16 3 8

4.4 matlszgnalalnmu-iuneslalasumlgalundnimsiaiadlddiuyana
wenamsdnunmlunsitlulasualgaiussquumeslidats fduldnassainlutas
wrtlgailA LU lunneSonadaiusiingedunm 39luii o du sdndusiingadu
uuafinlifesdraeen (leave-on hair conditioner) UfadatinluirRevuudusy 91N 4.14
ardunauiulalasualgauudunindsainninaiey wenanidanudinis\dunios
Fansnadanalinisaaiufaniananafeuseslysin (alpha keratin . uaz amino acids) iy
saAlsznaureudunn 90 - 95 wafidud (nasaatefaniaA NFeuTes aipha keratin 2y
1ug2a ~145 °C) [19] wiasuwdasl aan AeadimefTuunsaluglil 4.15 wudgquugdiiia
nsasawiaraallsiudiindiuduan 148°c  Glalduansausiiliilasdusznauestulas
untlgn 154 °C iilaludndoniitiiasdlsznausaslulasumlgs uanldidudaadosnon
marafeuiiiadursaduramdssaniadeudanndnsueiingaduns faieuneléaannis
filulasualyaniilainousnlzzneudantszquan sansawievisuudusdgomiussle
a91in (ionic. borid) (iasaniiuAandtuentadumdidneasiungs wazitlzzquilusy
uarﬁﬂnﬁﬁmuﬁLﬁuuuﬁmEﬂuﬁauuﬁﬁﬁmﬁﬁ‘u;qLﬁuuuiﬁn'lu‘ﬁﬂqﬁwaaﬁnﬁﬁauﬂsznamm
lulnsuaga i uss Widenddunindeussudniusiiqudunimiinlife

drasenitlifidounsznevrashilasueiya uanslugf 4.16 uas Ui 4.17 [13)
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-l . : - 1 -~ & -
gUn 4.14 eadidnlulasnamuansnuboseadununouw (11a) uasuds (191) nnAReLAn

- s Fx - ¥ | ad aad
Aaoudniuninpudunsstinlidesnnibilasuayga

Integral -129.48 mJ
normalized -12.33 Jg"-1
Onset 141.27 °C
Treated with conditioner Peak 148.03 °C
without microcapsule Td = 148.03 C Endset 158.93 °C
|— e e e i — - _—
Integral -104.39 mJ)
wﬂi? normalized -17.62 Jg"-1
| Onset 148.05 "C
Treated with coditioner Peak 153.65 °C
with microcapsule Td = 153.65 Endset 164.25 *C
|
% e e WK B3Y ~C 5 AR R EAY S il Y ™ el Y

Temperatures

4 - - '_I - - L - ] -4
71U 4.15 Aeadmefluunsussudunuiandsudundniniinqudunnalialidreeeniid

uarhifilulasumlga
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-l - . - -
A91IN 4.5 NITARTBAINIIAINTEUIRT alpha keratin 18adunniiaARaudauufni e

thpudunnsiinlidsedreeninfiuarlifilulasualgailudaulsznay

. quugiiTiAansanefestilsiuuudunn Siammiain
FIBE
1 2 3
- w -y g
WuunliAfinganlidlalnau
148 148 149
lulasuarygs
unuiiafauingefitlaineou
153 152 152
lulasunlya

Maximum load (gmf)

Vergin hair Without Chitosan With Chitosan

= ¥ - - - ] - i - "
51U 4.16 Auvddrrsaducsuilairfeuftundniuringudunnstinlidrseaniiuachiil

Lulasuadgailudourlsynay
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38930

Dry Friction Hysteresis (g.mm)

Vergin hair Without Chitosan With Chitosan

4 ] i J -, L e - ] 4 i
U 4.17 Anjuivsssdunudiaiefeudasadainitgaduansiinligeeeniiuas lifl

lulasualgadugaulssnay
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-
unv 5

AsUuan19I98 uAzTRIAUBLUS

5.1 agUuan1sISe

LilnsuaLlgalatnaiuiiussquimes wite litnoiediaduresumenlufneuzi
wiumea () nezanetudh (oi-in-water emulsion, OW) FaelaTniuiidensanlayinme
nesminiuuszlsasiin Tularunlgaiinuineglugng 0.5-40 Tularans Tnoenidduil
denldanranusedBafifléns daursndnsdouiiseniuasdouiliveuda (hydrophile-
lipophile balance, HLB) wiafiu 9.85 éqluﬂ'mﬂ'wuﬂu poly(oxyethylene-2-stearyl ether)
(HLB=4.9) unz cetyl-stearyl alcohol (HLB=15) lufinsidau 1:1 nnuunesiussylilulas
watgailAszuan 2 wefdudlaedwitnidedou fululasddaduion Jaamiy
dsrzansnanlunisindiuwuneadie woufunfug mmuﬂﬂﬂﬁ1ﬁ1dﬂﬂut“§uﬁut_ﬁ1ﬁu 25
wafaud S mmeaeanudl nazienzaiin WA Lilasualgafiinisnszatnsunai
upL uaziliabasn sz auuinnilulfeu A ardalundsiunduagudage 16,000
seusieun?t Wurvozan 3uni podidursssisanusaitein 5 wedduslaeminnin vied
CMC 18981 78AUNIIRINANINARL 0.0005 NiNAERAT uAT A1T8ALTIRIRaFIMIINTY 0.014
nfusiednr arduidenta1s 120 il dnmdausesarnieiusearndensa 2 se 1
gardauminTusioatsiov 8 de 1 usy pH 1eslulasunlyas 4.9 nsmsasseuiadioznines
"LuTn-:um]1ﬂmﬁ':ﬁiuﬁﬁ'ﬂi'ummmﬂﬁﬁnmwmjuﬂﬁnﬁum’;ﬁq Rheometer wuin Siiadu

' uaz G" ull

wenifiladuzninaoldussdeunasiagg 3 1au idn uas s2i1et A1 G
ATHNTIENTINARE

snmsAnsmunusunnlanlsesfinendudining 80 wefiduifauialanntn
neintdn Tulasinilgalaliaiudnasoindiiiues WdTaalifinnalandseseonuii
il 27°C isarlamiseseannldliuugean 60 weddud Tuaan 48 s windiu
grannidlu 32 °C ilannmm st fidudninlsmldesingsfinantunisfin
48 $alin geduilu 80 nlefidud Faennssnmadananis Tnuniniaignsdussvindaiu
fdusmieuse nanedneaviafidusndanm i wienniusaumnasedudefitnens

-:l - t - -II. .- i -III. 3 L : - ] i ad
l‘l"ll-lﬂﬂ‘l"tﬁ"]uu"luuﬂllLI-Ju‘ﬂﬁﬂﬁﬁiﬁiﬂ'ﬂu'ﬂlﬂuﬂﬂ?ﬁﬁﬁn uanNIINUGINLGT NMITTEaNE9E
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anudnAty AN sTsaenIrlamldesrsanmes nanAeniislaineulas il denan
hisnnnazaeninlanldesvaanmeasild duusifeainisamfauninlanldesinusn
awiniu

Wilnruatlgaitwdontdamnsod i sedousdnfueiingadus Solufil Ae
ufinfduitinpudunnaiinbisinsdnaean (leave-on hair conditioner) Insp1ndnlulasuaigala
nrusnnssdeuuuduaniadasiusclesetinszniulszsaureaduny fudszuoanies
s uenaniidenud mykansuTmnsndmaligumginianiranusarestisiu
(alpha keratin WAE amino acids) ATueFszneundnTaafiiL fiAfnIuann 148°C (i
WrdnAusinliflesdlrznevsadliiasualyaidy 154 °C pamsMiiduatiorninnisnifeu
isAuveadun diniananiiin uas vihendidumiindeudiouiaiosmingadum

iabifeedeeni biildnalszneusedhilasumliga

5.2 TRLAUBUULT

yinpa s lunawienlatasualgalatnay Tnevierhdtaduwunningg Wlutidg
alnsufidunisdenans faudluihiaulafasianaiadendtn iy segned o AU
faglunguudnfusiidauyann (personal care product) uns tdafurllutiu (home

care product) 114 v waw, Amiiy, wulnd, Taidlneau dusu
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-l - - i
AT N - 1 2uA waznienszanuivraduatlatu uarlulasuadgelalneuussquiunes

Mean (%)
#funInAnesf 1 2 3 4 5 6 8 9 10 15 16

Size (um) o e e e ;g-{guﬂ
0.316 045 | 0.19 0 0.02 0 0 0 0 0 0 0
0.363 0.67 | 054 | 0.23 | 0.08 0 @12 [ .0 0 0 0 0
0.363 096 | 1.06 | 0.74 | 0.33 | 013 [ 048 | 019 | 0.18 | 02 0.16 | 0.08
0.417 133 | 18 | 146 | 1.29 | 057 | 093 [ 072 | 0.72 | O.7 | 062 | 0.61 | 0.46 | 0.42 | 0.53 | 0.25
0.479 18 [ 275 [ 239 [ 189 | 1.11 [ 148 | 127 | 127, ] 122 | 112 [ 105 | 087 | 0.82 1 063
0.55 238 | 387 | 348 | 255 | 1.79 | 209 | 198 | 197 | 191 | 178 [ 243 | 146 | 1.38 | 166 | 1.17
0.631 306 | 51 | 468 | 331 | 259 | 28 | 28 | 278 | 271 |25 | 335 | 22 | 21 25 | 2.01
0.724 382 | 632 | 597 | 413 | 351 | 358 | 372 | 369 | 864 | 347 | 439 | 313 | 301 | 354 | 3.18
0.832 461 | 735 | 728 | 497 | 448 | 437 | 467 | 464 | 465 | 445 | 55 | 421 | 406 | 471 | 469
0.955 536 | 801 | 831 | 578 | 54 | 51 | 557 | 556 | 564 | 543 | 657 | 538 | 5.22 593 | 646
1.096 599 | 821 | 866 | 65 | 6.17 | 568 | 6.33. | 835 | 652 | 629 | 75 | 652 | 6.37 | 7.06 | 8.27
1.259 644 | 7.93 | 838 | 7.06 | 67 | 606 | 687 | 693 | 718 | 693 | 82 | 753 | 7.4 | 797 | 9.85
1.445 668 | 726 | 766 | 7.39 | 696 | 622 | 7.14 | 7.26 | 753 | 7.26 | 858 | 8.29 | 8.19 | 856 | 10.91

56

a5


user
Typewritten Text


al )
A9 n - 1(RE)

Mean (%)
f1AUNINAnDN 1 2 3 4 5 6 8 9 10 11 12 13 14 15 16
Sie (um) Aot Ao e O o

1.66 6.7 6.32 B.58 7.44 6.94 E.18 7.15 7.33 TS0 7.27 B.6 B.72 B.68 B.52 | 11.24
1.805 6.52 5.26 h.38 77 6.66 | 598 8.91 s .22 6.95 8.26 B.78 8.79 B.26 | 10.75
2.188 615 | 4.2 | 4.21 | 6.6 6.2 57 | 647 | 675 | 66 | 637 | 758 | 843 | B85 | 815 | 953
2512 5.6 3.26 | 3.21 577 | 567 | 538 | 689 L BIE [V507 | 559 | 665 | 7.73 | 783 | 7.36 7.76
2.884 4.91 252 | 246 4.8 498 1 511 | 523 | 549 | 483 | 474 | 554 | 6.74 | 688 | 6.34 576
3.311 4,15 1.98 1.896 3.81 4,35 | 4.86,1:-4.55 | 476 3.91 3.9 4.38 5.58 5.73 8.17 ag
4,365 3.36 1.65 1.69 2.91 3.8 463 | 3.92 | 4.04 3.1 3.21 3.27 4.38 | 4.53 3.98 2.2
5.012 2.63 1.47 1.58 2.22 3.34 44 | 3.35 3.37 247 2.68 2.3 3.24 3.37 2.85 1.04
5.754 2.03 1.28 1.58 1.75 | 288=—d:12-1—2:88 28 2:06—4-2,36 1.51 2.26 2.37 1.9 0.36
6.607 1.58 1.33 1.61 1.51 2T 3.73 | 248 2.32 1.84 2.21 0.92.| 1.47 1.56 1.15 0.06
7.586 1.3 1.27 1.62 1.44 247 3.25 | 2.4 1.92 1.77 217 0.51 0.91 0.96 0.65 0
8.71 1.16 1.17 1.6 1.45 2.25 2,66 1.84 1.59 1.78 2.18 ' 0.27 0.51 0.56 0.33 0
10 1.13 1.03 1.52 1.46 || 201 2.04 1.56 1.3 1.78 214 0.12 0.27 0.3 0.16 0
11.482 113 | 0.86 1.39 1.43 1.73 1.43 1.28 1.04 1.72 203 | 0.04 0.14 0.15 0.09 0
13.183 1.13 | 0.67 122 1.3 1,42 0:89 1.0 @:81 1.5 1181 0 0.07 0.08 0.06 0
15.136 1.09 0.5 1.02 1.1 1.1 0.4940.76"| "0.61 1.55 1.51 0 0.05 | 0.05 0.06 0

57

15



-l ;
M54 n - 1(A8)

Mean (%)
Awuminaneedi 1 2 3 4 5 6 8 9 0 15 16
Size () i R Sl N R |
17.378 17 | 036 | 08 | 083 | 082 | 02 | 055|044 | 107 | 1.16 | O 006 | 0
19.953 087 | 026 | 056 | 055 | 0656 | 007 | 037 | 03 | 078 | 081 | O | 005 | 0.05 | 0.07 | ©
22.909 060 | 021 | 034 | 027 | 035 | © | 023 | 02 | 051 | 051 ] O | 006 | 0.06 | 0.08 | O
76303 052 [ 015 [ 076 | 005 | 02 0" | 014 [013 [ 020 [ 05 0 (008|007 008 O
30.2 037 | 01 |004a| 0 |011 | O | 003|009 | 014 |009| O | 007 | 007 | 009 | o
34.674 027 [ 005 [ 001 | © 0 0 0 | 003 ] O 0 0 | 0.06 | 0.08 | 0.1 0
39.811 0.23 | 0.02 0 0 0 0 0 0 0 0 0 0.06 | 0.07 0.1 0
45.709 023 ] 003] 0 0 0 0 [ 0 0 0 0 0 |005]008] 02 0
52.481 025 | 002 | O 0 0 0 0 0 0 0 0 | 0.05 ]| 007 | 02 0
60.256 028 | 001 | O 0 0 0 0 0 0 0 0 | 0.03 | 007 | 0.05 | 0
69.183 028 | 0.03 | O 0 0 0 | 0 0 0 0 0 0 | 006 | 003 | o
79.433 024 [ 001 | O 0 0 0 0 0 0 0 0 0 | 004 | 003 ]| o0
91,201 0.17 | 002 | O 0 0 0 0 0 0 0 0 0 | 001 | 005] 0
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AN n - 2 mnaedureddadu ustlulasualgalalnauursquiungs fszusdaafin®n 1, 2 uas 3 1Aeu Nguugiives

AAUNIINARDIN wrsaia v 1Fau 2 (e 3 ey
D50 | D43 | D32 | D80 | D43 | D32 | D50 | D43 | 032 | DO | D43 | D32 |

fuadu 7.865 | 14,166 | 4.284 | 7.865 | 14.1661 4.284 | 7 | 1297 | 4.868 | 6.899 | 13.856 | 4.578
6 3.162 | 4.788 | 2.706 | 3.042 | 4.499 | 2:645 | 3.042 | 4.005 | 2.665 | 3.007 | 3.635 | 2.696
7 3023 | 358 | 2561 | 2.918| 3.231 | 2564 | 2.951 | 3.23 | 2613 | 2.807 | 3.131 | 2.481
8 3.020 | 3.371 | 2.645 | 2.875 | 3.462 | 2541 | 2938 | 321 | 2.601 | 2.935.| 3.233 | 2.623
9 3.345 | 5811 | 2.828 | 3258 | 5388 | 2.767 | 3240 | 4.785 | 2.788 | 3.002 | 4.205 | 2.667
10 3.488 | 6.1352 | 2.935 | 3402 | 5.741 | 2:85 | 3218 | 4.568 | 2.756 | 3.218 | 4.251 | 2.81
1 3300 | 3976 | 2752 | 3ne1 | 3771 | 2729 | 3175 | 381 4 276 | 3.303 | 369 | 286
12 3.360 | 4.301 | 2831 | 3203 | 4.018 | 2.733 | 3.166 | 352 | 2.735 [ 3.100 | 3.408 | 2.698
13 3.029 | 3371 | 2645 | 2.875 | 3.162 | 2541 | 2938 | 321 | 2.601 | 2.935 | 3.233 | 2.623
14 343 | 4.421 | 288 | 3.243|:3.951 | 2778 | 8173 | 3519 | 2.77 | 3.24 | 3635 | 2.819

D 4,3 : volume mean diameter

D 3,2 : surface mean diameter

D 50 : mean of diameter
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AT N - 3 Winnsssdimueseslulasuedgs Tinssifoaiaies Moisture analyzer figruugdl 105 °C

AAUNITNARDIN %Moisture %Total solid

I ] Average sD [ 1] Average sSD

BNATY 75.25 75.24 75.245 0.01 24.75 24.76 24.755 0.01
6 74.58 75.41 74,995 0.59 25.42 24.59 25.005 0.59

7 74.2 75.08 74.64 0.62 25.8 24.92 25,36 0.62

B 71.42 72 7101 0.41 28.58 28 28.29 0.41

9 74.33 74.05 74.19 0.2 25.67 25.95 25.81 0.2
10 78.53 75.27 76.9 - 21.47 2473 23.1 2.31
T 78.01 75.65 76.83 1,67 2199 24.35 23.17- 1.67
12 78.53 75.27 76.9 2.31 21.47 24.73 23.1 2.31
13 78.01 75.65 76.82 1.67 21.99 24.35 23.17 1.67
14 74.85 76.07 75.46 0.86 25.15 23.93 24.54 0.86
15 78.06 78.08 78.07 0.01 21.94 21.92 21.93 0.01
16 74.33 74.05 74.19 0.2 25.67 25.95 25.81 0.2
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M990 1 - 1 URnusuneaursqlululasumlganivitusaial

Waminfnating

Menthol in Encapsulation
dfunmanesi (a) Peak area | Menthol,ppm | Average SD capsule,%(W/W) efficiency (%)
without 1.4088 350410 2082
cross-linking 1.4988 343615 2035 \
2013 50 2 25
agent 1.2565 379636 1828
1.2565 467315 2126
1.6567 262061 1883
3 1.6567 258700 1868 1943 a5 2 24
1.7327 269740 2008 '
1.7327 271885 2016
1.6567 205028 1627
1.6567 271658 1926
5 1865 12 2 2
1.7327 245343 1891 3 2
1.7327 271884 20186
1.0131 583106 2032
5 1.0131 579980 2023 2194 136 5 o7
1.136 567842 2232
1.136 560580 2209
1.0326 568814 2031
7 1.0326 558250 2002 2089 80 > 6
1.0875 568856 2139
1,0875 543500 2065
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AN519% 1 - 1 (Fa)

uminsnating Menthol in Encapsulation
AFUNIINARDIT (g) Peak area | Mentholppm | Average sD capsule,%(W/W) efficiency (%)

1.015 562832 1980
1.015 560832 1976

8 1992 21 2 25
1.052 539611 1986
1.052 554256 2028
1.015 568014 1994
1.015 577105 2019

g 2377 524 2 30
1.2386 673266 2786
1.2386 649864 2708
1.015 563110 1981
1.015 584100 2066

10 , 2135 157 2 27
1.0886 597909 2227
1.0886 610765 2265
1.525 355884 2121
1.525 324759 1992

11 2107 72 2 26
1.2232 485915 2132
1.2232 501817 2184
1.0326 595091 2105

19 1.0326 566768 2025 2647 a6 > 26
1.0114 559568 1991
1.0114 596255 2065
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AT 2V - 1 (FiD)

vwindneting Menthol in Encapsulation
dnfunimmanesi (g) Peak area | Menthol,ppm | Average SD capsule,%(W/W) efficiency (%)
1.015 563110 1981
1.015
13 S0 & 4 2090 182 P 26
1.0704 621793 2259
1.0704 593968 2178
1.5006 251194 1662
1.5006 252565 1667
15 2115 638 2 26
1.9089 303912 2386
1.9089 373645 2746
1.5885 318633 2050
1.5885 313465 2028
16 2184 204 2 27
1.433 443625 2333
1.433 441079 2323

63

£9



A5 2 - 2 tRnunnlantsensuneaantaadalasualga 7127 °C Aradudisingluannie 80 wefidud

: el L] L i 4
MeTunlnoilaineududoudssneuluanisnasti el annan Aunisvaaesd 8 lusisah 3.1

release time | umindaetne| peak area mentho! content Average menthol release sD

(h) (g) in capsule (ppm) (ppm) (%)
1.1%35 A45280 1
1.1735 452911 1940

1 1.1271 724179 2691 2120 0 381
1.1271 477348 1938
1.1128 LY EIY Wil
1.1128 566384 2182

2 1.0577 620462 2228 2209 0 24
1.0577 498415 1879
T.0683 515074 Zon0
1.0883 584299 2186

4 1.2239 626817 2600 2369 0 240
1.2239 639382 2641
T.1850 BB2170 2375
1,1850 600409 2434

8 1.0482 530815 1954 2184 0 256
1.0482 536937 1971
11702 LTV 2370
1.1722 570794 2312

24 1.0625 602175 2186 2269 0 90
1.0625 608226 2203
T.0224 B 2anaD 2276

48 1,2224 410917 1882 2042 0 171
1.0695 552290 2056
1.0695 517906 1956
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-l 5 - : - [ " | r
A5 1 - 3 Unumsdandassmunasainialnsaululasiadga w22 '€ anududiindluainia 80 uefifusd

- - 3 - " - -
nrsuulnadlainsnuiusdulsznavluaninenismTuunina sunN I svaae<h 8 Tusnsian 3.1

release time | Wawindletina| peak area menthol cantent Average menthol release SD

() (Q) in capsule (ppm) {ppm) (%)
e o 3

1 1.0189 514770 1855
1.2606 510867 2282 2054 0 175
1.26086 438677 2036
T220 A6B230 5063

5 1,229 425814 1942
1.0262 417345 1508 1904 8 249
1.0577 538219 1983
1.3126 314828 1680

i 1.3126 390076 1947
1.1834 330183 1563 1685 22 184
1.1834 326647 1552
0.4300 1372614 1785
0.4309 1283363 1681

8 0.4309 854464 1181 1425 44 362
0.4309 744657 1053
0.4616 749950 1134

” 0.4616 555259 891
0.579 400435 1030 1009 51 101
0.579 468716 982
0.2616 BA10A2 136
0.2616 001042 750 ‘

43 0.3520 B35750 047 o4 50 L
0,3520 851042 961
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d 1 - - i ; -
AN91a0 2 - 4 Uununissasddesmunaaaindiiudu 7 27 °C arnduduvivalueania 80 e fidus

netunlaeludlaineu

T
release time umingaeting peak area menthol content Average | menthol release SD
(h) (@) in capsule (ppm) (ppm) (%)
1.5065 597104 3263
1.5965 573308 3160
1 16393 557194 3173 % w s
1.639 533308 3067
1.5695 562666 3061
1.5695 596775 3206
- 1.2926 507207 2327 2735 33 102
1.2926 512757 2346
0.8963 5458580 1957
0.8963 502208 1820
4 0.9336 544352 1775 1831 43 a7
0.9336 544352 1775
T.1502 3174711 1480
1,1502 299533 1424
8 1.0397 445396 1698 1608 50 190
1.0397 492855 1831
0.6840 434368 1098
0.6849 533223 1281
24 0.4525 312310 576 884 T2 361
0.4525 316247 581
04895 315058 628
0.4895 318378 631
48 0.7126 352310 984 804 80 201
0.7126 346247 972
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d P - - ﬁl ‘I' - F a La
A19799 1 - 5 PTuunislasysesuuneasindiiugdu 7 32 “C aanduduvindliaania 80 wefidud

fudoulaluifla ey

" E Lo " i A
release time UIMUNATBEY peak area menthal content Average | menthol release SD
(h) () in capsule (ppm) (ppm) (%)
1.4646 621793 3007
1.4646 648746 3198
! 1.7741 485915 3092 A 22 76
1.7741 560568 3493
1.6528 315718 2110
1.6528 330875 2187
£ 10117 625828 2146 S % 76
1.0117 575735 2009
1.1808 525628 2505
1,1808 575735 9345
4 1.0592 539611 2000 2220 46 246
1.0592 550386 2031
"0.7626 505001 1554
0.7626 568014 1498
g 0.8802 609370 1828 1681 49 181
0.8802 616330 1845
0.6676 315053 856
0.6676 318378 861
24 0.8528 352310 1178 1015 75 180
0.8528 346247 1164
0.4542 .
0.4542 |
48 0.7396 : 190 0
0.7396
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A19749 2 - 6 URnumsdanddessuneaaniatnalnlasuatlgs 7 32 °C arndudinivdlueinia 80 wefidus
luannaznisrfusmuadun1maaei 8 luned 3.1

release time | WIWINA98t14 | peak area menthol content Average menthol release SD
(h) (@) in capsule {ppm) (ppm) (%)
1.5365 332574 2040
1.5365 339211 2067
1 1.7259 243887 1877 2044 0 129
1.7259 311232 2192
15271 169696 2181
1.5271 265153 2162
2 1.3523 339263 1820 1953 4 262
1.3523 292802 1850
1.1687 221658 1865
1.1887 445381 1841
4 1.3146 351314 1812 1835 10 03
1.3146 325712 1721
1.3242 314329 093
1,3242 206487 1629
8 0.9800 381663 1431 1560 24 121
0.9800 402620 1487
0.6800 554570 131
0.6800 457696 1133
24 0.5900 769118 1480 1317 a6 143
0.5900 681956 1341
0.5500 365460 EFE)
0.5598 206864 89
1 0.6323 208148 781 s & 56
0.6323 289030 765
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19199 1 - 7 Ununindasydaeusmumeasinlatnanlulasuadgs # 32 °C Aatuiudiningluainia 80 wlefidust
TuanizniswmTuumINA IR UNITIARE 9 Tumas19% 3.1

release time fi"mﬁ nAetine | peak area menthol content Average menthol release sD
th) (@) in capsule{ppm) _{ppm) (%)
14326 333314 7905
1.4326 427682 2274
’ 1.0250 546138 1953 1965 0 aoe
1.0250 465685 1730
1.1520 468236 1952
1.1520 425814 1820
2 1.0958 417345 1706 1886 4 123
1.0958 538219 2065
1.3126 314828 1680
1.3126 390078 1947
¢ 1.1834 330183 1563 1685 14 184
1.1834 326647 1552
0.3050 1372814 1640
0.3859 1283363 1544
g 0.4300 854464 1181 1355 31 262
0.4309 T44657 1053
0.4500 887682 1305
0.4500 BOOTSS 1168
0.5790 714430 1367
0.4582 419820 ™l
48 0.4582 417209 713 53 & 55
0.3520 470288 599
0.3520 ar7020 510
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A19199 1 - 8 Yuninlanldsusumeasiniaivaululasuales 5 32 °C #aaddudininflueinim 80 wefidud
luanasmsaFunINag AU ITAReT 10 Tumiei 3.1

umindieting

release time peak area menthol cantent Average menthol release SD
(h) (g) in capsule (ppm) (ppm) (%)
1.5000 290528 1821
1.5000 287766 1809
! 1.2560 338582 1688 1721 0 120
1.2560 302586 1566
1.1103 213112 1115
1.1103 232490 1173
# 1.0262 259314 1159 1156 33 30
1.0577 253327 177
1.0524 190202 992
1.0524 199008 1017 _
4 1.1837 154851 1002 1004 42 10
1.1837 155657 1005
0.3526 721374 839
0.3526 634425 756
8 0.4986 448010 818 789 54 47
0.4986 391729 742
0.6325 143427 516
0.6325 123363 482
24 0.5547 184266 514 501 7 17
0.5547 169002 491
0.3458 433196 553
a8 0.3458 10547 158 = 7 ! &
0.4565 13526 212
0.4565 13483 212
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; d o .
AN 2 - 9 PinunsUssdsesunesantainaululasualgs 9 32 °C Aartaudioindluainia 80 wefidud

T - -
Tuan1ennmTENAINARUNIIMAREIT 15 TuR197eW 3.1

H ™ "
release time | uamundaetna | peak area menthol content Average menthol release SD

(h) (9) in capsule (ppm) (ppm) (%)
1.1137 434756 1787
1.1137 421280 1748

3 1.0165 370514 1454 1612 19 179
1.0165 373399 1462
1.1567 321356 1500
1.1567 247992 1271

& 1.0989 368025 1564 1521 24 154
1.0989 430251 1749
0.6989 519726 1282
0.6989 503815 1422

. 0.9101 431607 1452 1414 29 04
0.9101 451748 1502
0.3526 607122 730
0.3526 634425 756

2 0.4986 960351 1509 1073 46 391
0.4986 802142 1296
0.6325 466304 1069
0.6325 389931 938

24 0.5547 404617 845 882 56 165
0.5547 292338 676
0.3458 99910 241
0.3458 130127 270

48 0.4565 159670 392 333 B3 az
0.4565 189244 429
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A5 1 - 10 PRnaunislamlsenuumessinlalnaulalasualga # 32 °C ponadudinindlueinis 80 wefidusd

- . e - -
luan e aRTENAINAIAUNINAAEIN 8 TuR191aN 3.1

release time wt.sample peak area menthol contain in capsule Average menthol release sD
(h) __(a) (ppm) (ppm) (%)
1 1.0189 582461 2042 2054 0 175
1.0189 514770 1855
1.2606 510867 2282
1.2606 438677 2036
2 1.229 468236 2083 1904 7 249
1.229 425814 1942
1.0262 417345 1598
1.0577 538219 1993
4 1.3126 314828 1680 1685 18 184
1.3126 390076 1947
1.1834 330183 1563
1.1834 326647 1552
) 0.4309 1372814 1785 1425 kL 362
0.4300 1283363 1681
0.4308 B54464 1181
0.4309 744657 1053
24 0.4616 749950 1134 1009 51 101
0.4616 555250 891
0.579 499435 1030
0.579 468716 ag2
48 0.2616 BR1042 736 848 59 122
0.2616 901042 750
0.3520 835750 947
0.3520 851042 961
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A1eaR 2 - 11 tanunindaalsesmunesanlainaululasunlgs 9 32 °C Aondufinindlueinia 80 wefidus

- . - -
uanmznnmsuuAuaIRLNIMAREIN 16 Tum1en 3.1

release time wt.sample peak area menthol contain in capsule Average menthol release sD
(h) (g) (ppm) (ppm) (%)
1 1.43260 347609 1960 1863 0 06
1.43260 318086 1846
1.55000 297210 1908
1.55000 256439 1738
2 1.5126 294559 1852 1858 T 179
1.5126 301252 1880
1.2373 491378 2174
1.2373 309693 1566
3 1.6808 187867 1582 1660 17 187
1.6898 174430 1520 |
1.7385 182572 1602
1.7385 253521 1936
8 0.9891 321475 1283 1386 31 85
0.9891 366765 1405
0.9570 416195 1487
0.9570 370153 1368
24 0.8620 299300 1068 1103 45 7
0.8620 2878986 1040
0.6565 525073 1214
0.6565 454682 1089
48 0.5301 353010 733 817 59 132
0.5301 340297 116
0.5200 420659 814
0.5200 555299 1004
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