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Title Properties of Polyurethane Foam with Prolonged Menthol
Fragrance

Student name Mr. Teeranut Rutwaree ID 5533098923

Advisor name Assoc. Prof. Dr. Supason Wanichwecharungruang

Department of Chemistry, Faculty of Science, Chulalongkorn University, Academic year
2015

Abstract

Menthol fragrance was added to the polyurethane foam to give it a good smell. To
make the menthol smell last longer, two methods were used: the use of hydroxypropyl
methylcellulose (HPMC) to encapsulate menthol and the use of carbon to adsorb
menthol. The results indicate that menthol-loaded HPMC polymer can prolong the
release of menthol fragrance from the obtained foam whereas carbon cannot significantly
prolong the release of menthol from the foam. Effects of the added fragrance materials
on the physical properties of the foam were evaluated. The results showed that the
addition of menthol-loaded HPMC and menthol mixed with carbon increased the glass
transition temperature (Tg) and storage modulus of the obtained foams. Adding free

menthol to the foam produces did not affect physical properties of the foams.

Keywords: Flexible polyurethane foam, Fragrance, Controlled release, Encapsulation
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uni 1

N

1.1 wadgsmulny

a A

wodgSwulvuuwvedu 2 aln AowedgSwulvnalauduazwedeSimulnuwindemey

Tnglunuiseiazaulalunodeimilnnviadanguisdinsldegnaunivans wu wesiives wiy
seatls fiuou 1Wudu nedgTmulilusdnannisiinfizemedwelsiudu (polymerization) 183
ashedy 2 wia fe lelaleeniun (socyanate) uaz wedeea (polyol) UfRTemedwelsidui
Lﬁmﬁﬁﬂumim‘%amwaﬁg%mui%lu ftuneunmainuiisemdndiolud

UFATeTl 1 Gelling reaction tHumsiieuiisersevinslelalesiuniunedooald

A

a & A a A
NARNNEUN A ﬁ%%iLﬂUIUW@aQﬂVIUIWM

WAUATWIA 1.1 Gelling reaction
UfA3817 2 Blowing reaction Wunisiinufizenszninslelelssnundui Tondnsus
= a v 3 s 2 o Y o & |
Ao uelluuazuiansuaulaeenlyn daihwniiiduansyies

WAUATNT 1.2 Blowing reaction

luufisemedwelswturemedgsinuliuiinsldfuseuiisevansvin FIFT
Uiserviianidentenldlugeamnisy As wewieSuelly  (tertiary  amine) LU
diazabicyclo[2.2.2]octane (DABCO) Hautfvievinllnudugulass uilindumiiu [1] nauliii

Uszanatlsumudldanuuasiiinnnusiangy [21 dedudadianuddyineiniunisniside
naunliiaUszasdeananmindnmiannedgsmuly



wuN Y 1.3 msiinufisenseninlelgluenuniunedesalaeiineiesuodiu ususe
Unsen

v & a
1.2 UNdakazn1INNLNUNALY

< ] = S 5 o =Yy -
wunealuaisusznavlunguueueweiludsainlannuntuas seumidslaunainiy
Mentha piperita [3) finduveudu seneldngamaiivies anunsathluldusslesildivangegnma
Tumandainen 13esdonen wazomns wuldiluansusssauazunduluvuy [4,5]
Y a a an e a = a | ' o
nsldndunumeanaunduiliisUsasdlunedgsmuliudianuiiaula  eagwlsfing
wuveassmesy ibindueyldliuudannsoudlaldlaenisldssuuinfiu  (encapsulation)
Jumnalianfiusz@nsnmdmiunsdesiuasananmuindes, N3semevesas, nsvuleu
wazdaninsamuaunisanUaselasuuuuinuainnianvesnisauaunisUanUaesluvany
gpaunssuAenIsiniivansmelagininuiietesiuliliasseme wazdosiuain
ANTNLINADUATNY LUU double emulsion system [6], cyclodextrin host [7], protein
microsphere containers [8], miniemulsion polymerization [9], multi-arm star block
copolymer [10], in situ polymerization [11] wa various carbohydrates [12,13,14] #398n75
AoNslETanandy 1w wshu (clay) [15), asueu (carbon) [16,17], usueudweIalalun
(montmorillonite) [18] TunsauaunisUantdes  luanidetlaulanasilvinduuneasg
Tullulgignaunuduee 2 3

a Yy a v & o ao & = %

Wusn  Tawedweslunisdnividmey  legluswideliaulanagld  hydroxypropyl
methylcellulose (HPMC) unedwesildlunisiniumunea esnnlunisiniandmsunin
unduieilUldluvedddludiaussdriu dusesidsfimnusunsiasedindousie meLms)
dy Y v = A & a [ . . [ o (% < 96/
Umafideiaden HPMC Lilesaniinnudy biocompatible wagdsanunsainisiniiuimes
Iaegnsfivszansnin Inglddesldarsvilmiinnisienles (crosslinking agent) [19]



Filaos Mmsueuanliili (bamboo charcoal) Fslutlagiulésunrmionegiannly
mslfdusagadu  Tnefianuansalunisgeduaeroansdumsd ﬁagﬂumiazma Tngande
hydrophobicity interaction LﬁuLLiqwé’aﬁﬁﬂﬁLﬁﬂmi@msﬁ’u wazdaflusaBueau electrostatic
interaction, Wusglalnsiau wag T-T electron-donor-acceptor (EDA) [16] Tuuiseiiseanled
seldmsvounnldliluigedumumen

1.3 Headspace solid-phase microextraction-gas chromatography-mass spectrometry
(HS-SPME-GC-MS)

TuriddeillavinnmsiaUsunanduuneansiata Headspace solid-phase
microextraction-gas chromatography-mass spectrometry (HS-SPME-GC-MS) WNOWIBRTINTG
Janlasendu [20] Twwedeinislimnusauwnaisiegnaiaulaiinsisinaulunivuzlnau
arslinduluansimedradndaniizauna (SUN 1.1) seninanaasanafe ilavesiiagisuaziva
vosuThaanaly (Malunsusmvieansiiegn) lagaslvinduiiiasisizeyludnuaezuas
widlumanaUsuazveanaivisovedndilumavasdogn antudvinnisgealoans Megluwla
YDIWAAAUUUAITF9819) UNlUYIN microextraction 98 1 microextraction column 9
Wilzal Wevea1seanann microextraction column AaglaasNFoINITIATIZR AT LTUTY
a1unsaihlUAeszvimeasanialasuninns i Inslduuaadninsuvsiduimnees medadl
I A ady vy a & a A ea ' v ¢ a a
Juwmedianlduenuagiiasgriansdunidnsemeds aunsaussyndldiinsevasiaulaiegly
) ] < = v
g1 Jureandavsavaanaila

:- -'. Headspace phase
- i " '
. '.'-' . . : Sample phase
Lo s ) L * )

After equilibrium

= = v
* 77 N fﬁ,ﬂqqlﬂ FEN

gﬂﬁ 1.1 LRUNNUBINTEARUULERALUY



1.4 guUfldenanadin Dynamic Mechanical Analysis (DMA) wag auURNISAIUNILLSION

¥8930g (compressive properties)

Lﬁaamﬂiumﬁ%’aﬁlﬁﬁﬂﬁLamﬂ?{umumaa‘l,uwaﬁq%'muIWzJ wswaziuddaudayd
Wfownsandevantinismeninwediunoukas s msiunawuunea  Wfiivhnisasnaey
duiAnienenngedlnuie 2 35 Aenisltinalln Dynamic Mechanical Analysis (DMA) [21]
LaZWATANINAFEUANATUNIULTIBAVDLING (compressive properties)

waila Dynamic Mechanical Analysis 1unilslumadafifeuldlunsinseiaudini
Audeunazandiialadanafnvesiagiduiledduiugamgi an Anud adu et
%’a;ﬂaﬁlaLﬂi’lzﬂﬁﬁ]’lﬂlﬁnﬂﬁﬂﬁﬁa Alanaa (storage and loss modulus) UagAgamMQilan1dg
ARNBLNT (T,)

N1INAADUANIUAUNIULITITAVDIINEG (compressive properties) [22] \Junsveaeuil
vl lamnuduiussevieanufuiiuaanedon (Stress - Strain curve) vesTaniidnw B

WUAAIANNAINITALUNTTULTINAYRI AR

1.5 9Aseiiisades

INNSANEINATETR LU

T 2008 Vi wazamy [23] Winfuen nimodipine dudueniiliazaneidae self-
emulsifying formulation (SEF) wag hydroxypropyl methylcellulose (HPMC) ﬁﬁmmwﬁmqn
lngldmatia spray dry wagnuinamunsold SEF wag HPMC Tunisauaunisuantaesenls

formulation A
184 formulation B
formulation C
formulation D

0.8 formulation E

OpPbO0Oepn

formulation F

o
(=23
1

Fraction Released
o
FN
1

0.0

T T T T

A
[}
T
2

Time (h)

JUN 1.2 nsmkaneanudimiusseninanisuanuaes nimodipine futian (23]



Tud 2010 Sansukcharearnporn uazaai [18] ldaaszsieyunavuiauiluilednii
nAUMENEALLOSHE ethylcellulose (EC), hydroxypropyl methylcellulose (HPMC) wag
poly(vinyl alcohol) (PV(OH)) LLazWU'jflaqmﬂmmiﬂﬁ'ﬂLﬁUﬂ?{uLLazmmaa%mwzL’;mmi
Ugoenauvesimeuld 5 wlaenionun 6 wia Tneanslinduiigniniiulédde camphor,
citronellal, encalyptol, menthol uag d-tert-butylcyclohexyl lnail %EE=80% Way %loading
WU 41 + 4.3%, 40 + 4.9%, 44 + 3.2%, 42 + 4.4% uag 42 + 4.7% AUAI9U

JUN 1.3 namuansanuduiussenislSunanivenivisediuia (18]

1wl 2012 Liao wagmmg [16] lw@AnwuAeaiu bamboo charcoal (BO) wazvinnis
ankUadlassasuazdnwMEuRIves BC Litafnwin1sgaduves BC e nitrogen-heterocyclic
compounds (NHCs) 41u2u 3 a1l 1én pyridine, indole uag quinolone wuinlassasngwes BC

PN A

Usznoumeusulnsindlazivyfleaidusinan ey e C-C, C-O, C=0, COO-, TT-T* wag C=N

Y

wagnud1 BC dAnuanunsalunisgadu NHCs 19d Ineddivvesladeiiinadenisgadures BC

sa NHCs @8 surface area, hydrophobic interaction, electrostatic interaction & TT-TU EDA

interaction



gﬂﬁ 1.4 wuudnaedlelameunisgedures (a) pyridine, (b) indole, (c) quinolone uu BCs i
298 K[16]

1wl 2015 Peng wazamdy [17] lovinsdaasiesi modified ordered mesoporous
carbon CMK-3 (OMC) Lz bamboo-based carbon (BC) LLasﬁﬂmmi@@%’U ciprofloxacin (CIP)
The OMC wag BC wuiwia OMC uag BC flenuanunsalumisnadu P 167 Tnsusslalnslndn
(hydrophobic interaction) HuanmsmdndivinliAnnisgedu



JUN 1.5 wavesUSuna CIP demnuaansalun1sgadu [17]

[y

1NNI5ANINITBTN LN P RNs A SUuas HPMC unlaflunisiniivans Tudded

Feaulafazinasuou waz HPMC unldlunisAnAunauiunea

1.6 I1QUIZAIALATYDIUYAYDINITIVY

1. wewA UgyminduiliflelszasAvamadgsmulnumeniusuvealuguuuuiieglneium
2. WeRnwaudinisniennveanedesmulnuneukas nasnsundusunealugluuunegle
1Y



unii 2

N1INAADI

2.1 a@swndiuazaunsal

ISOCYANATE NDI DALTOFLEX JZ80009, SUPRASEC 2412X la5uannusem AM CHEM-
PLAS Thailand, menthol 21nUTE% Honghuat Thailand, hydroxypropyl methylcellulose
(HPMC, viscosity of 2 wt.% in H,O 15,000cps) 91nUS®M Sigma-Aldrich Germany, guar gum
MNIUALIANI Useinalng wag xanthan gum 21AUSEM BRENNTAG Thialand

2.2 AsaaliaNn g lun1sNnans

Faaslagldiasostandnea e Mettler Toledo (Switzerland) Lﬂ%amummﬁaqﬂ
(mechanical stirrer) §%e HSIANGTAI 3U DC-2E (Thailnad), ATR-FTIR anasuTufingeieses
ueniylenanlnmeatsndunFesnauanesy  Sunsusn  (ATR-FTIR) 8% Thermo
Scientific™ 91 Nicolet 6700 (USA), 'H NMR anasududingewedes nuclear magnetic
resonance spectrometer 400 MHz S Varian iu Mercury +400 (Varian Company, USA) 14
1 (0,0) Wushvihazane, 5U SEM Uudinsnendasganssmidianasoululasalay (SEM) e
JOEL $u JSM-7610 (Japan) Tassnlaunsuduiinsneiedesufalasunlnsnsiil-unaaalnsiines
(GC-MS) B Algilent Technology (USA), auuflgsnanain (dynamic mechanical properties)
S PEE Dynamic Mechanical Analyzer (UBM Rheogel E4000 Japan) wag Compressive
properties VRAOUMELPTEY digital force gauge i Shimpo 3u fgqp-0.2 Japan

2.3 Msdaasziszuunniiuiunaaly hydroxylpropyl methylcellulose

avany HPMC 5 ¢ Tuth 250 mL Wiuaumea 25 ¢ flazaneluleniuea 75 mL seynis
xanthan gum 1.25 ¢ Wag guar gum 1.25 ¢ LLﬁ’mmuLﬂuLﬁaLﬁmﬁu auﬁqmwgﬁ 60 83F
wadea 1unan 24 Halus dhwumeadisnuivly HPMC filsunnsiagausiemaia ATR-FTIR uas
'H NMR



11 entrapment efficiency percentage (% EE) uag loading percentage Ingld 'H NMR
anesy Tngeuiaanaunisee Uil

o Usinauumeaiigninifu
Entrapment efficiency percentage (% EE) = —— — x 100
YSunanuuveaild

' Usinauumeaiigniniiu
Loading percentage = x 100

Ysnamuveaigniniiu+imiinwedwes

2.4 n1sdaasIzinudNAUNAUIIUNoA

Nauwedeoa 130 g wavasiduwsa (wuvea, Jaadniiuwunes, asuen) Tiluide
Wenfumeesesniuanuiags wuleleleeniun 70 ¢ udmaniumeiniainiuaus gl

Suluaamlduwiiun seaulrlungandsiiliueenyy dilnlunlaun@nwine SEM

M19197 2.1 gastunisnseunedgTmvuly

gns AISUBU (g) Lunea (g) Janfniumunea
(g)
Control 0 0 0
2%Menthol 0 4 0
1%Menthol + 1%Menthol- 0 2 2

loaded polymer

2.5%Carbon 5 0 0

2.5%Carbon + 2%Menthol 5 4 0

2.5 N1SANENANUANIINIEATNYRINNY [21,22]
2.5.1 nM1sAAsIzAanlnlnanadn (dynamic mechanical analysis)

nsealnalndurun 2x2x2 cm?® dlunedeulu compression mode #g 2 wAla
gy 1 Grdnsunmaziiogny

Temperature sweep

n storage modulus (E’) war tand fimud 1 Hz Tutisgamafinnn -40 °C s 80 °C
¥ LY < .
AIYBARIILII 2 °C/min



10

Frequency sweep

9 storage modulus (E’) wag tanO ﬁqmmﬁ 25, 40, 60 wag 80 °C Iuszhﬂmm?imﬂ
0.1-100 Hz

2.5.2 Compressive properties

TAANUAUNIULTIOATOTULNL fBLATeY digital force gauge Liam Stress — Strain

a LYY 1 3 v o 1 [ < . =

curve IATEAlREARBE19UUIN 2x2x2 cm® Tun15IniNTNARI8RTIE? 50 mm/min audl
509% VBIANUNUNTUAY LA8YIN 3 GrdmSuLsiazAIDe1g

2.6 N15ANEINIINTISUanUaBeNAUIUNa [20]

a 3 b4 7 v 6 . d‘ A A

WATILNNT F08aSENNUTVDIUUNDA (Relative percentage of menthol) Viiviaasg gy
AULBLANINAY MmsALla headspace-solid phase microextraction-gas chromatography—
mass spectrometry (HS-SPME-GC-MS)

2.6.1 Headspace-SPME

19  manual  fiber holder @MUS¥M  Agilent  Technologies 1GH
polydimethylsiloxane/divinylbenzene (PDMS/DVB, 65 um) 21nU3En Agilent Technologies
Hudadnndu nameaewilae thiv 1g ussglu 20 mL headspace vial fsliTlgamagfinoady
1381 0, 3, 10, 20 U LLazﬁqmmﬁ 60 °C 1Juka1 0, 3, 10, 20 Ju NPWAATILMINNITAN AL UV OA
Tngld POMS/DVB (65 um) unan 25 wiit figamgil 80°C wazvinsUassansiadinasiy GC
Sulandufigamgil 250°C 1unan 5 uil

2.6.2 GC-MS

gaumgivesduantu 250 °C legdeuduufiandednsinisiva 0.8 mL/min Wun
temperature program aaugilinausuAun 50 °C Wwian 6 it antwisgamngiaud 250

°C Mdnsng 10 °C/min Asgauminiild 4 Wil Tnevin 2 rdmsuwsiaziingns



uni 3

wamimamLLaﬁLﬂsqzﬁwamwmam

Aseilvihnsiniiuunealy  hydroxylpropyl methylcellulose (HPMC) iiieldly
wodgSinulvluelviinduvene iy

3.1 mMsinnuunealy hydroxylpropyl methylcellulose
“ - r ¥ Lo
Werhnsiduwuneanazarglueniusaadluaisarans HPMC Tudh  91ndudy guar
Y I a | A va
gum Uag xanthan sum adly aglaansuvinasaduveumvaidvniyu Ingaisuviuaseiladalny
w@deslinnaznoy  AaulsAndatureanunealutinlnednedwesidusiasenisieuse
seviamanividesveduuneataninivigs (U 3.1)  anduiharswviuaeeilaluaun
60 °C \Huan 1 Tu aglawuneanilsegluwuninvemedwes

(@) ) {c)

|~
-
| — "

Lo Vo

HPMC water menthol athanol guar gum xanthan gum

' L

U 3.1 unuistumaumsiniiuumes: newfiuuuneaiazatslueniuea (a) vasduuumen

Nazargluteniuea (b) Lagnadliiy guar gum wag xanthan gum (c)

entrapment efficiency (%EE) ¥89n3guIUNIskae loading capacity (%loading) U@
spuufiadnedy aunsadunnUiinuressuneatieglumsiidueseild Taowud leld
IUNEABNETR 500% vawintnnediedtaun 9EldA %EE uaz %loading tlu 12.32% uaw
41.05% AWEIFU (ANANLAN U) @uvAfl entrapment wag loading efficiency flFtipeilanivnun
MndumeunseuasTiuis Tnefidesouiigamaf 60°C Wunan 24 $1lus vilVisuveassme
goniy
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U 3.2 0 SEM vaadaninifiuiuneail 500x

Fohmstniuwunealufan HPMC  winzanannsiwuneadiluaglulnsaves
wuvsndwedwes mugun 3.2 duuddianulullaninseiananazannsaniinisseiie

panluvaduuneale

awnniu ATR-FTIR veasuuvea (§U 3.3 (a)) wansdeueyiasd 3238 cm WBudyannmes
OH stretching &yey1eudi 2869, 2927 ua 2954 cm \Judya s C-H stretching VYBInYLYia
(-CHs) 1025 uag 1044 e 1Judeyeyinuues C-OH stretching

anmniu ATR-FTIR 9839 HPMC, xanthan gum uag guar gum (5U 3.3 (b)) uenadayeynel
7 3367 cm? Fadudyeaes OH stretching dyaasdi 2930 cm™ uanslidiuds C-H

[

stretching. dayeyieudl 1617 cm™ W Wudaiawes O-H vesluanau wasnudyaave C-O-C
=

o I

stretching fisuvis 1024 cm’?

anmsu ATR-FTIR vasdaninifivimmea (U 3.3 (o) uansdyaraeauunea (U 3.3
(a)) HPMC, xanthan gum ua¥ guar gum (3U 3.3 (b)) Samfiu uandbiiiuiiaansadnivuunes
Tukun3nvasiagnedmesivaiilla



% Reflectance %Reflectance

% Reflectance
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3238.04

=
S
"
2954.0

2927.06
2869.81

104478l
1025 63

i

293061
1617

3367 .66

1024 46

2953.21
287072

2924 .87

o B

s 8
I —
4

161748

1044.7

4000 3500 3000 2500 2000 1500 1000

Wavenumbers (cm-1)

gﬂ‘ﬁ 3.3 ATR-FTIR atUnasuyes lunea (a), HPMC, xanthan gum tag guar sum (b) uag

Tagfniiuunea (o)
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3.2 Msdaas1zilnunn Lﬁunﬁumuwaa

ievininduuuneaneneIuuBIty 3914 2 38Ae 14 HPMC lumsinifuiuneaiiier
Thauneagninivlullonedwesvibiuuneasyiialidias uazdnisheldmsveunndusign

Y

Fumunealnglduss hydrophobicity interaction S¥#ineAIsUBULAZILUNEA INNTFLATIZALA
0

'
[y a

gilanuaizily wavdanguliutlilldansusuasiidvn uwazluuninisldasveusedids (U7 3.4)

M157 3.1 gasluniswSeunedgsmully

gns AISUBU (g) Lunea (g) Jandniumunea
(g)
Control
2% Menthol 0 4
1% Menthol + 1% Menthol- 0 2 2
loaded polymer
2.5% Carbon 5 0 0
2.5% Carbon + 2% Menthol 5

U 3.4 dnuwaignanign ey Control (a) uag 2.5% Carbon (b)

A SEM wanslrluidauasgils (U 3.5) asdulaiinunduaseituiniidnuasdug
U Inewsazgnslianuaisindneqiu wansiin1siisasueu wunea wsetaginiuunea
Trasoanwaznnsnnvadlily wuisiUavednuiivuineguseanns 600-1,000 um



(b) (d)

(e)

SUT 3.5 119 SEM 91 50x vaslylagms Control (a), 2% Menthol (b), 1% Menthol + 1%
Polymer (c), 2.5% Carbon (d) wag 2.5% Carbon + 2% Menthol (e)

15
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3.3 ﬂ"liﬁﬂ‘l‘.‘ﬂﬁﬂﬁ’awqﬁﬂqﬂﬂqW%aQIWN
3.3.1 N5ATITRENTRTINaNaTn (dynamic mechanical analysis)

Temperature sweep

dinihlvludegaluneaeuandinieanusewdnanadn (UN 3.6) wud Iundnisiy

U v 13 a & A s Y1 [
annniiuluneaLuunediweiviseasueuatly T seqdaasau (Storage modulus) vadluy

'
a

Wty Turasieniugamalianizadneniivesian (Glass transition temperature %38 To) f

e

[
= = v

gefiAnunnTusig wansliiiuinislandniuauneauuunediweswazasveulianifvesan s

WnaunsaiaUseansnwandRdenavediuls Tuvaeileovimsiinwumeadasyadll
wendaazauwas T, voslnuvzidsunasiosnnn wandliiiuinnisfuaunealifinasoauts

WanavadlnuLaag19le

< & o a v o & a s I3

Mafiduves T, vednuilinsinTaniniumumeakuunedwessensuauaiy
wansinlnaflanuanudoulssvy nanfe lassenedwesivuaghilvalaig inswoamaiin
wyhlilassnenediuesvasinulvaiiigadu Tuvaein1siiuduves storage modulus vadlvly
aa a o o & a s A 3 A o Y M MY a
insdnTanininuumeaLuunedwesrsen1susuatiy Weliguiulnuilalodiy vineaiy
! a o v a ¢ A 3 o o [ a X
ey NS TaninnuwuneaLUUnedmesvseA1sUaUAsLUILAlL T AL T LAY

1 A k ¥ QI d’g ¥

nanfe fedldusainvulunmsnaliulvgu
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10 T T T
® Control
® 2%Menthol
® 1%Menthol + 1%Menthol-loaded polymer
® 2.5%Carbon
8

2
-30 0 30 60
TEMP (°C)
2 T T T
® Control
® 29%Menthol
® 1%Menthol + 1%Menthol-loaded polymer
® 2.5%Carbon
1
'
C
& o
(2]
o
-1
-2
-40 -20 0 20 40
TEMP (°C)
(a (b)

5UN 3.6 navesn1snadeuaNUAnIImNTawTINanan Storage modulus (E7) vaally (a)

waz tand Yoy (b)
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Frequency sweep

NnaudRidananainvesuiithlunaaey (gUi 3.7) nuiiiledntaginifvsmmeanse
msusuardmalirueniaazauvastiiinty luvneiinnfuuunealsifnadeuendavest
Fefudsduduldmmaiutantniusumeauunedes vioasueuadlulnlnsfivauifidna
vosliy Tuvazdimaiiusnmealifinadeauifdnaveddnuusedile

6 T T T T
® Control
® 2%Menthol
® 1%Menthol + 1%Methol-loaded polymer
® 2.5%Carbon
5
o
Ziopo 08t
— T=25°C s30et
© " b4 ,' e
a 4 """
i s8¢ r{ad
= ,!:4;.«
(@] ®
o . .J?;'} °
3 20® ** )
2
-3 -2 -1 0 1 2 3
log [ (s™)]

5UN 3.7 navesnsnaaeuanUadenanadn Storage modulus (E’) vasluly

3.3.2 Compressive properties

11311 compressive properties NG P POTE R digital force gauge Tnetuiinusd
50% vepnuEuAL T compressive properties GU’eJ\‘lIV\Iqum control, 2% Menthol, 1%
Menthol + 1% Menthol-loaded polymer tag 2.5% carbon A4lanslumisg 3.2

71319 3.2 Compressive properties Vo9l

ang Stress (kPa)

Control 31.80 + 0.44

2% Menthol 30.90 + 0.15

1% Menthol + 1% Menthol- 43.02 + 0.70

loaded polymer
2.5% Carbon 67.90 £ 0.25
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Compressive properties LLﬂﬂﬂﬁLﬁuaﬂﬂ’J’mﬁu“UE}ﬂIWMLﬁagﬂﬂﬂ WIHULBUTENING
Control, 2% Menthol, 1% Menthol + 1% Menthol-loaded polymer uag 2.5% Carbon WU
Inlu@ns 1% Menthol + 1% Menthol-loaded polymer uag 2.5% Carbon i1 stress ﬁqﬁu
A1 control Tuvazdigns control uaz 2% Menthol i stress 119U Tsaonndosriunavos
autimanaidalauninfiandnifusmmeauuunediues  uazasusuUsEngARLTuasHURLTA
Fraiinszansnwandiidena Twraiinsfuuunesldiinadoruudveding

3.4 N15ANYINIINTSUaNUaBYNAUNUNA

Mnsnsnaeunslantdesnauunealngldinaia headspace-solid phase
microextraction—-gas chromatography-mass spectrometry (HS-SPME-GC-MS) TnevinnIg
mmaaqﬁqmmﬁﬁm LLazﬁqmmﬁ 60 °C  NlATHINLNTY (g‘dﬁ 3.8) LaguugaLUNnY (gﬂﬁ
3.9) Guaq'Iw;qu 2% Menthol WuﬁmmﬂmﬁLaaw 14.16 U9l %aLﬂuﬁmmﬂmmaﬂLmuwaa (C1oH200)
wazansndudulaanuuaaunasu Taedeygiauss molecular ion (M) m/z=156 vzl
méﬂmmwiﬁ]zﬂimgﬁigggmﬁ m/z=138 (M-18) s?fQLﬁmﬂ'mﬂmLmﬁaﬁuaﬂmLaqa{fﬂ wazdtyey 0
m/z=123 (M-33) LﬁmmﬂmiLmﬂﬁwaﬂmaqaﬁwLLasMijuﬁa LLazﬁmmﬁmﬁ m/z=109 N3N
mnmmﬁ’mm’hnaqaﬁ%l,az -CH,CHs, (gﬂﬁ 3.10)

sUT 3.8 GC-MS Tasynnunsuveslaligns 29%Menthol vesdayaasit 14.16 il



HO

gﬂ‘ﬁ 3.9 uuaanasuveslvlugns 2%Menthol ves “zuwzyﬂmﬁ 14.16 Wi

m/z=156

t

m/z=138

t

m/z=123

5U# 3.10 MNUARINTUANFITBULUNEA

20

m/z=109

HAYDINTANYITNIINITUaRUdBeUNeaININNgMiivied (3U 3.11a) wudililuva 3

an3 (2% Menthol, 1% Menthol+1% Menthol-loaded polymer way 2.5% Carbon+2%
Menthol) fignsinsuanuaesiliisstunn dsfivpramnainszezsnaniidnuliuiuneiiagyii

TuauuanavessnsnIsUanlaeenauluusazans  wazilesanilelnutuanunsadniu

Januuvealamiiliuidnaglidniiuiandies HPMC wie asusunduuneadedilinualuly

PIIBNTINANATIADU




21

aedlsfinu maﬁuaamiﬁﬂmé’mﬂmiﬂa@ﬂdaamumaamﬂiﬂx\luﬁqmmﬁ 60°C (35U
3.11b) wanslddninianiniAunduiumeannwediuesanunsavzasnisanudesnausumeals
7 TwvzfimafuafveulidnlunistisvzasnsUantdesndusuneatossnnuasidnsuiily
msvanuaesnaulndidssiunsldwumeaifisnegiaden Jeaguldhnmsldmsveulildnagyinli
nAuuealulvlmenlfeniumiy

140
120
o :
g 100 ¢
£ L ® 2%Menthol
= 80 5
o 1l
.g 60 ® 1%Menthol+1%Menthol-
-~
o loaded polymer
2 40
x 2.5%Carbon+2%Menthol
20
0
0 5 10 15 20
Time (day)
(a)
120
F
__ 100
G E
é 80 “
g O + } ® 2%Menthol
—
8 60
2 ° ® 1%Menthol+1%Menthol-
840 loaded polymer
L )
2 ¢ | ®2.5%Carbon+2%Menthol
0
0 5 10 15 20
Time (day)

(b)

5U 3.11 dns1nsUanUdegiuuneaaniny Meumiivies (a) wasiigamgil 60°C (b)



unii 4

dgunan1Innas

lums@nwilusrauanudisalunisldmsveunas HPMC waudu guar gum  uag

~ o [ 13 Py Y & a | a a d‘ A a

xanthan gum Lievinsiniumunea weldiluasifuussdunedgsmulnanielnudngu
o/ a < [ [ < Ao yal

vongu  undgmndumiiuvedy  leedandniiuumeandunseiled % EE uaz

% loading 1Uu 22.41% wag 42.76% sua1su 3nnsvadevaulRliananainvadinyg - wud

maiuasuenuazaginiuuneaiinavinly t, uasuendaavanvesliufianiiuty  luvaed

nsiiunea lidimasiac t, wavdendadeauvadlily NaNIINAFBUAINATUNIULTITAYDILVIX

TnaganndItunNIsNaaRUaLURTINanadn

nnsEnEISRIINsUanUassnaumumeavasiily 3 @m3 2% Menthol, 1% Menthol +
1% Methol-loaded polymer tag 2.5% Carbon+2% Menthol ﬁqmwgﬁﬁmwuiwﬁé’mﬁmi
Uandosusmmeavastiuusazgnslaiseiuunn luvaeiinisinufigamgi 60 °C Janinifiundu
uveaaINsaTIsTzasnsUanUassnauuumealdn Turasiinisiiuasueulylldteylingy
uneavexldIULTy
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AANUIN UV

N13AUIN Y%entrapment efficiency tag loading vaawumaafinniiuly hydroxylpropyl

methylcellulose

mMamdndiueununeasenedwes Tuiasiuuneaiiwseulsvinlaafieuiuilsfialy 1H
NMR anasu laglgiian 1 ppm vouuniialusnoudiuiu 3 lusneuves HPMC Auiiail 0.7
wag 0.8 ppm vaawiialsnaudiuiu 9 Wsnauvaduunea

wavemililuavewhuuousiaveusaglaamiiiu 202.04 g

1H NMR anasuvesedwesilildwumen uansfinfiudiin Lppm @yaavetumiia
TUsmousuau 3 Wsnouwes HPMC) Wuiuildns wwinfu 0.0794 wazuansfiafiusioa 0.7
waz 0.8 ppm (wiialsnous oy 9 Wsnouveswunea) Wuiiuilldiawinty 0.1896 fa
dndiuvedluareauunes foluarestouslueIved HPMC JinAu 0.7962 wsainiudndiu
Tnotmdnueauneass HPMC 1y 0.6158

pgalsAmuiinislaneduesouaslunie Aald guar gum wag xanthan sum aslunuSunas 25%
299 HPMC astiudnaiuveauuneasns neauessiu lnauianes 0.4105 WuAe loading content
Yoauunaatuianneduesmnseulatues

Tuaue?l encapsulation efficiency TunsiiuwuveavesiansyuIuNTogh

[%menthol relative to polymers as obtained above/%menthol relative to polymers

originally used]x100 VU 12.32%
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5UN 91 'H NMR awnasuveanediues

e

1,0000—
0{7698—

0.5

6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0
f1 (ppm)

JUT ¥2 'H NMR awnasuvesiaginiumunes



5U# 93 'H NMR alunasuvesuuven

31



N
o

Stress (kPa)

N
o

AANUIN A

Control

2%Menthol
1%Menthol + 1%Methol-loaded polymer

2.5%Carbon

......................

Strain

gﬂﬁ 91 Stress-Stain curve Va9lny
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