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Thesis Title Study on Microencapsulation of Paraffin Wax

by Sulphur under Supercritical Carbon Dioxide

Student Songkeat Klinchan  ID. 54010498
Thesis Advisor Asst. Prof. Dr. Surat Areerat
Abstract

The research studies preparation of microencapsulation of paraffin wax
by sulphur or sulphur-paraffin wax microencapsulation (SP-M) in the spherical shape
by Rapid Expansion of Supercritical Solutions (RESS) method. Supercritical Carbon
Dioxide (scCO;) was used as a supercritical solvent. Sulphur-paraffin wax-scCO,
solution is spraying through a nozzle to an aqueous solution of 15 v/v% of ethylene
glycol (EG). The effect of saturated of initial sulphur and paraffin wax, saturated time,
the initial mass composition of sulphur and pre-expansion pressure on SP-M particle
size, morphology and mass composition of sulphur on its surface were investigated.
Particle size and morphology was observed by using Scanning Electron Microscope
(SEM). Surface element was analyzed by Energy Dispersive X-Ray Fluorescence
Spectrometer (EDX). At the constant pre-expansion temperature of 90 °C, the
experimental results revealed that SP-M with the spherical shape can be prepared
and the average particle sizes were found to be 4.5 - 8.5 um and the percentage
sulphur mass composition on SP-M suface were found that 16.97 - 28.00 w/w%
depending upon the experimental conditions. The saturated of the initial solute
effect to SP-M particle size decreases and sulphur composition on its surface was
increased. By increasing saturated time of 20 - 120 min and pre-expansion pressure
120-180 bar resulted in decreasing of the particle size. By increasing of the initial
mass content of sulphur 30-60 w/w% affect to SP-M particle size reduction.
However, it found that sulphur mass composition on SP-M surface was increased.
The content of 30 and 40 w/w% found that with the deposition coating and the
content of 50 and 60 w/W% can be prepared SP-M with the completely
of encapsulation coating. It could describe by nucleation and growth rate effect that

significant related to sulphur and paraffin wax diffusivity and solubility in scCO.
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WAVE9sTIYIREMe uenandnisandIuiuarsissljitenaviuedulugas
MIHaNY19 Nidwdiwaianiwwndaniinty  wssdlotndnsusisdlaaniy 08198

] e

YNINVUIANLAFN NN SIENUL AR arunsr U sLe I U u eI wasiiiuSun

]
e

Uutﬁauﬁmznuwdaaaanééqmwé’auaﬂﬁaaadé‘ﬂﬁw
Uagtulinsussgnmimaiinnisveredegresindmewetluwamileingm (Rapid
Expansion of Supercritical Solutions, RESS) [2,3] u1l4lun1s Encapsulation #3ewnaila
RESS-Microencapsulation Famaiia RESS Wumadelunsanuneynaniamivuounin
nadnluszdululasunsuasunluwn sifinanInszaNsvemuInoyMALAY waza1nD
muRuEnYudugWINGwteuMAld Tiiifunouvesnssuaumshidudou funaia
RESS denanieuldnivoulaeanludiluresnamiedngs (Supercritical Carbon Dioxide,
scCO,) [3] meluszuy eiiflosaniluansitiyaingash Tudels naganeliiiauaniie

Way Mameananszuuhememsszmenareule wasunsly co, TiAnUselovigean



newldeveengdunden  wafla RESS-Microencapsulation Snalnd1fy e ansununans
wazvansiUAenviuiidanumuuiuLnnd (Bpmeftogdiudrevesszu) sxdesdinnuaunsa
TunsazangluvedlvamioIngeiidudiniasaronasfuignaiifinnuvunuiutosndn
(fpmafegduuuresszu) ialiuasasareiiodedud (Saturated Homogeneous
Solution) #iA21 gy mé’qmﬂﬂy’uﬁﬂﬁumﬁasmaLﬁaL‘rﬂ’mﬁmgwmLﬁﬂw%aﬁaﬁm
sdunmdaiansuenigmassnitwedluamiaingafivatsununansuazansidoniu
asuenigaiafiineinaiuaiuisolunisaransvesansununatsuararsidonsiy
Tuvesmiloingafianauilesrinnisianuduviendedinludanisitiiaugus
lnpsgndrnisuenipaianianisiineyninaisununalsuazaisidenfuaziin
nstemanaaslussnimainlinadea (Nucleation) waznisiiuls (Growth) ¥89a15
Wan1svoudeusenitansnedoinie Encapsulation N 3% UU A1 RESS-
Microencapsulation wandl@dagud 1.1 (4,5 Uegtufinsideadrsuninatslunis
Uszgnildvada RESS Tunszurumsieunauyiatu Ssdsliannsnesuredvisnavesannoe
Tunsdidiunisseusingmsaifiintuldogsdmau SanseduldiAnanumersnilunsise

ieasuIBUTINgMsalfnaldegngnistuariauNINgady

gﬂﬁ 1.1 NS¥UIUNIT RESS-Microencapsulation [4,5]

ko
o as

AaduuUSy gy 1inudiddelddnwinageonuuunssuliunig
RESS-Microencapsulation nMglaussen1ames scCO, fanuasaratasenInamsTiuning
iugiu wazariveulneanledludiasazatengu Anti-Solvent 1iletn3en SP-M seing
Amgiuswiuwinddadundndusivaseldanllnsdenduarsidanuaiosdge

= v a ! a o @
wazlonldduarsiduusidlugssmmfdieusslonilunmsiauinssuiuns iousaugady
Fadunszuunsindioviieyaasuiadn Weiiuyar1vesruzduuazuinduasnseduls
AN HALIgRAIINTIHEN9ETINYIR Fulundndusitandnuessma Tasaamsind

asnauisUgiteaIneaUseie



1.2 YnguszasAvasSyaniinus

1.2.1) Wefnwiladouazedunedvinavesanylunsiniunisrenssuiunmsuas
Usngnisallunioy SP-M daemaila RESS-Microencapsulation n8ldussenniaves
scCO,

1.2.2) 1ii990ALUUNTEUIUATS RESS-Microencapsulation neldusseiniaves
scCO, TuszAunasjuRnIIvmnass

1.2.3) eAnwtadufifinarodnumydugine p4AUTENOVVRITINITIUTIIN
vuRuiuarinsiadaves SP-M wdouldannimaia RESS-Microencapsulation Anels

UTTNNMAYDY scCO,

1.3 YaULUnvaUTyinus

1.3.1) Anwnladeiidwarodnuuedugiineves sp-M fiwdealfarnmada RESS-
Microencapsulation Tngnisldvdavuiaidusituaudnats 1.58 nm davulusansazans
EG mmndudiu 15 v/vee Agaumgfideunisuened 90 °C

1.3.2) msfinwnavesaninzduiveanisazarerevuimeynakardndiiastmin
maaﬁmsﬁuuuﬁuﬁqaumﬂ SP-M

1.3.3) msfAnwmavesssesiandrgauganisazateiuiian 20, 40, 60, 90 Lax
120 min m'a‘umﬂwmﬂLLase’i’ﬂéauImmfwﬁﬂmaaﬁmsﬁ’uuuﬁuﬁaaumﬂ SP-M

1.3.4) Anwwavesdadrududulastiuinveamisiiunindsefusdy 1.0: 0.5,
1.0: 0.7, 1.0: 1.0 uae 1.0: 1.5 mad1du sevuneynauszdadnilastimiinvesiaeiuuy
ﬁpuﬁaaymﬂ SP-M

1.3.5) AnwInaveInnuAunoun1sveneds 120, 160 waz 180 bar AevwIneynA
LLaséﬁ’ma":uIﬂUifwﬁ’ﬂmmﬁ’mxﬁuuuﬁuﬁ'sawmﬂ SP-M

1.3.6) AnwdnwausdugIuing1veeynin SP-M aremaila Scanning Electron
Microscope (SEM)

1.3.7) Binssidadiuansiednnmvosatsuuiuiares SP-mM Faewmaiianis

31,?13'131}?5'1&1!,%&‘0’3&’1& Energy Dispersive X-Ray Fluorescence Spectrometer (EDX)



1.4 Uszlowiftlasu

1.4.1 msthlUTdidewdivg
1ALL mmmﬁmm‘ﬁgumauuaﬁ%"mim‘%auauﬂWﬂmaﬂammmﬁﬂiué’nwmx
Encapsulation 983w1s usIngiazinuzdunse SP-M lussduieamnasimewmain RESS-
Microencapsulation Melfussenia scCo, iiplumadenluniniiuyarinesdinsidon
wind waziuzdy DensedulufnmsiaunaunmessssuAdadundnsausiuaandnues
Useine
1.4.1.2) aseidon SP-M Adautafisinrmmngaudeninirluysegndldidy

g1siuwdslunszuiunsaatluwdueasssurd e usslovdluniswauiyad

—

Fondlvdungnamniinensssunntelulssma uazannsundwanfusiansdiga

Ugiaenanmeuanuszine

1.4.2 nsnaliianswaunag19d 8y
1.4.2.1) @1u150WAUINTEUIUNISIATEN SP-M NHUseAnTamilanUiuas
fiamumnzaudonsuiludsegndldiiluansifundmioasuay ey loniluniswan
YAAITIAYILARAAMNTIUFNY U1 QRANMNIIUENUAZERAMATIUNI TG URIOYN A
=3 I 14
YUIALEN LUy
1.4.2.2) ansouszandly scCo, lnulufinsiudwandeulunseuiuniswioy

BYNANSINALTUIALAN NSEUILNTAGRURIVIEUUUTIRURIYeI0Y M AN SINANYLALEN

1.4.3 Yssleufluduesdnanaiiazauide
1.43.1) uianssun1smisuaynin SP-M ieuseyndldifuarsfuudalunis
Anufsorfamluduiieviuupaniivesensssund fusdiensedulifnnisidedu
nsiRnAMA YNNI AT Tundn fusiandnadluusemaivenniu
1.4.3.2) ansneduieusngnisalves RESS-Microencapsulation neldusseinie

94 5cCO, Wavselaviludainnisuarmsvianndesaawinnssulusuirals
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UNn 2

NoearauIFENNE DY
2.1 ®819555U%% (Natural Rubber, NR)

819555UR [1] wieeefuneuthunfuann fdeniaadl fio cis-1,4-Polyisoprene
fignswadl Ao (CSHB)F,T,@]aﬁ"ﬂ‘umw'ﬁu‘mﬁﬁiﬂwa%’wm':ti']’m"%aaﬁ'muuaé’mgw
(Amorphous) tiafinnsananniaseadnewes Polyisoprene wuinntelulaseaiislsenau
ludeiusze Iniliendvliaiionn faudfidanai uasdedonsidouanmidasen
anminaden Fafuiadinisufuupaantfvesssiudenssurunsmaeiiidondn

'
= o

Tamluwdusmpiueiu ieihudisewasdalasiaisveseibiiatiosd Sedmasdoaudi

LBINANAUDILN9E TR FasUN 2.1

Y

CHy S CH,
| |
c—c—c—é—c—-c—t.‘:c-—c—c
H, H é HoHH  HHH
~
S—§ CE;\E Ny
H fo H £ —C—C—C—(—C—C—C=C—C—
(sc>c=c< c>c=c< +i Z—" HH!HziHHzH1 HOH
. *g—g” s
CH, CHy S CH,
poly(isoprene) sulfur I I é |
C= —ﬁz—c-?—ﬂ—ﬁz—ﬁ—c:ﬁ
2
S

cross-linked poly(isoprene)

A = o s
JUN 2.1 aumsvaamsiintan luedy

2.2 fuzduiliazas (Insoluble Sulphur, IS)

fiugduadmgiu (Amorphous) AN AONTRIAINEFUTIUILLIN S s Y

fidnvarlassahramaniagrenedwesiivminluanage (Polymeric Sulphur) dnwne

[
s ©° vl

manandinaliiugduliunsavarglugnwmieSonindweduiliazats (insoluble Sulphur,

15) FadreUosiunsuguuaseniidiunmsiaailuedu lassadrees IS uandddeguil 2.2



o/

Uagduiinnsfinwinssuiunisiadeuna (Encapsulation) iewm3suiiusiuidlassai

= s

Matiosdnuy IS iveuseendldlugnamnssued

U7 2.2 wsdiliiazans (nsoluble Sulphur, IS)

2.3 W AuLING (Paraffin Wax) [6,7]

&

VUK

[

Rk

o

Vnsdendaindunenaanainuntiuivu Wuaisusznavlalasanduauisl

b))

d e 1

dnwnsdunindidneglunquilasidonuing (Petroleum wax) Tnsilgnslassaironmuni

Y 9

o4

A8 CoHappo S1uATURUlWIGlIGNE 19-36 DERBN (Cio-Csy) Tanuaziuvauds {1
whesgeuirn aunsausegndldiduasiuusissiuiunediue fuaseasssuefinieg
< o o v & & v o ) F o a sq v
Wesanfidnvuslassaiuaranmtinlndidvaiy uenainildefoudszendld

lugnamnssundauin wavananvnssudiouly Wudu

24 n‘ssmumsmﬁauﬁ:u (Encapsulation Process)

puLAUYLatY (Encapsulation) [4,5]

Encapsulation Wunssuiunisiadeuiivvesansiifioymavuadniudnuuguuuv
wwdou TngansfitAian1s Encapsulation a¥Us¥naudie 2 drudlddey fe arsununana
(Core) uavansidaniiu (Shell) faguil 2.3 wafianns Encapsulation ivaneiaila feil
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&

E Core Particle

Shell Particle

3U# 2.3 Iaseainavesaynin Microencapsulation

2.4.1) nsiadaulagldinaiianadnladiua (Fluidized Bed Coating)

a & < a = v =4 a = <
waidlaiildunisindeuitoynnvesuddlageyniaiidesnisindoulnazinioud
U wiendunsruaeiniafindouiivyuidsusgaisluieseuuidioninusog

Tuvzidefuimnarsildlunisiedeuszgnteunuiidauaswuduazoesludenseuaves

U

~

aYnIA (Particle Stream) WazlNEBYARIYRIBUNIAAMUNUIVBIANIATIURIANITOAIUAL

| - o v v oo o |
Ialegmupuszaznanieyaandeuiiogneluisteuuisdauansdagui 2.4

“1]~ Controfied
particie fiow

- Coating partition

3 Coating spray

JUN 2.4 mundeulngldimaiinvigdaladiun

U

nsldimatangdaladiun avldaursamuanvuineyniald wavgusialdidy

d‘ = Vel 1 =1 1 i
NINGN DUNAN LG]‘JEIiJIﬂﬂJ‘UU’]ﬂI%QJ}LLaSLﬂ it L“LJ‘I.JﬂEjiJ nou



2.4.2) wmallAnsaunisuULELYs (Freeze Drying)

n1sieunalgatunlsmaianiseuuiesuuuneudanisaUssynalilunisvia
LauLmUsgLaﬁumsﬁlmamm%au nﬁﬁmumﬂsgl,a%’uamﬁmsszN%’jumauﬂ']slm%nl,l,%a
Tngvmgiiluasazarswdouaniusidundniuds arsavarolutigsliudes (Non-
Frozen Solution) 9iiAnumilafiududwsdinveasnsunivesansifiousunmdntius
dssnniumsarasegavegluannedumeinuazdunnudntne uanslinne lusdadomi

Ipavagluguveantsedugiu (Amorphous Solid) feguit 2.5

nsuia

AANTY 680 cal'g

miszing
BANGY 600 calig

niavaoumng

o
RRIRTR

MRV

A 600 calg

MINAIAI

0 80 calp

~ MIsiaAnaY -~
— Ty pr— o —
A 680 cal'g

e ';;.'Ih”'"l?]l”‘

— TR

=] v |
E‘IJ‘VI 2.5 ﬂalﬂ‘uadﬂ’l TOULLAILL VUL LL%Q

= 1

watan1seuwiwuuksidanudafialdirelunssviunisndanasnisiiuinw

wanSusifildroudiagasanfassezinainisndnazuiuniinsruaunisiounauyiady

U

Tagltinadndug

2.5 mangauiuvululasiousalgiaduiigmaiinnisuenefieg1esaain

Yasa1sazatewuiladngn

" . & a = =
RESS-Microencapsulation [4,5] \umadafildlunisindaveyaiaauiaidn lasil

peAUsEnaUYeIaTlunsEuIunsAe ayntaiduununans (Core Particles) ayniad

i
at

dousouShell Particles) wasfazau(Solvent) Alldnwasiduvesluamiednga nalnves
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v
=i 2

nsyuIumsil fie sumeniluwnunanwaseyniaindouiuidauvuiwduann (ignadu
a19w0933UY) Ianuanuisalunsararsludsiniazarsmviioingafiiauvuiudulien

(Agmatuuuresseuu) aluaisazaneifioldoadud (Homogenous Phase) Lilpan

o <

ANufuvTeguugliadisiaiidiensianuduvisvuiadn ialdidanisuenigain

9

17}
@ as

U 2.6 datuasiidueyniafiiluununatswaseyniaiidensevazaunsaazansly

LﬂE

fwhazanawmiloingala

(o) O(Z-Phases Region)

d - =
JUN 2.6 nalnnsiineyniAreanelaRESS

2.6 voslvawmileingn

vaslnamilodngn [8] Ao arsfioumgiiuazanududiladmils Tnsftan1izding
vaslwamiloingnarilauiBuasnginssuvesmsiieg sewivauiRvesvesvainasuiages
anslag louA Ay anumile duuseandnisuns wavauiBvesnsazansdevedlva
wiloingeiieadusznavitlildvesvamioufa usiluvedluaiweanauavuia vldves
Inawmiloingeliautfisneg adredviazarsdunidudannsounsldnnii wasinunile
Uounin

asUSavsusasUssmiinantfamzunndeiily o figuvniingn fu Ay

a

Inge MsUTugumall Ay wasanuduturesas awnsaidswanusuasananiAla

R-

ey |

Fannaniianzvowniniee wandliluansed 2.1 waz aseidl 2.2 daill
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d = 1
A1919N 2.1 ﬂ’]”JﬂqWUENﬁT?LLWﬁ%U?%LﬂV]

a3 T, (9E) P. (bar)
msvaulaaanlyn 31.0 73.8
i 374 221.2
azdlnu 235.0 47.0
1envzvigaslsdiny 19.9 30.6
UssuDALINIYY 234.4 30.1
Twsiwu 96.7 42.5
Wnuea 2395 80.9

| a0

autRveswatlnamiodngnuanifniidnuaesmiuvesvounaavuia Wowwn

W3guigunuraamad way wid AInIs1en 2.2

M1319% 2.2 WSsuievuau Ui auvuiniy Auvila way duussansaisuws

Tuusazigna
. AUVUIUY Aunila FuuszAnansuns
nA : ,
(kg/m?) (uPa*s) (mm?/s)
WA 1 10 1-10
vasluatuliadingn 100-1,000 50-100 0.010-0.100
VDHUAI 1,000 500-1,000 0.001

autaniluiiafuvedlwamiloingauazaiveulasenladmiiodngs [8]
voslnamilodngn (Supercritical Fluid) Ao veslnafifigumgfinarannuduuinnii
ningm vilvauiRimaluwy ey duussaninisuns audBnisavate aauvia
wanAsananzUnd lneveslwawdoingailantfTiuiuseninufawasvesman scCo,
figumnRuazanuiiingn fie 31.0 °C uay 73.8 bar mudiu MUl 2.7 () unugiignin
senieeuduiavgamgll In1suenveuinvasufiaiuresmareswinauandugaad
winge figadananmumuiuiuazegluauaatnaavesveavaniuledus U 2.7 @)
u,ammsujﬁ'auLLﬂaamwwum‘u’waa e O wagnuUIAMuRLLE IR YU A uls
Tnensiituvdeangamgiivazanuduiioadntes  Seleulfifuinhazarevesansdunid
desnnansusulneanludlirsliifnuaiy faudesmaat Seaingash anavilasuas

[

AN9NND9DNINTEUVIY
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10000 e

1000 - superentical

flag

liguid
100 -

pressure {(bar)

A
[, . — | Q- ' . v ' v v
200 250 300 350 400 30 50 70 %0 110 130 150 170
temperature (K) pressure (bar)
(n) ypgamniinasauiuIngm (¥) MauwiWRgUMailsnge

o

= a ¢
JU# 2.7 uwugiiignievesnsusulaaanles (8]

2.7 mswnsvasasiumsvaulasenlusmiiaingn [9]

nalnddgyveInisiineyniafay scCo, lnsldinalin RESS Ao N1sunIvod
a i =2 & IS = & =
asiinoymalay scCo, Nuansdisdnuuzianizvesisaeunailn wadla RESS umain

£
o as

o al o w = = = !
Wuﬂﬁlﬂa']ﬂﬂ‘! Fe ﬁ']il,ﬂﬂ@‘lgﬂﬂﬂi]ﬂ’ﬂilﬂ’lll'ﬁﬂlﬂﬂ’]il,m‘iLLazaga’lﬂiu scCO, AMUUNSANY

i ¥
= o €

nalnvieianisvesnisunsvesarsiadudsdnduluniseduisunngmsnifiniu uagld

WudeyalumeenuuunisvaaeasAnuinszuiums

2.7.1 mauwsvasasidvignmaveslvamiieingm
Msund fie nsnszanedvedluianavesaansanngavieudnniifinnudutugands
luqaiidaududuinidensedouiidsurestuena msunsazilfiAnnisnanves
aensodadng wihezaansasnauiulosauysaivioingnnsaunanmsundfinaioty
msundvetlinanalagilufunuuanngline fsaunsoeiurelagldngdefiaomwas

Aar (Fick’s Second Law) Faaunisi (2.1)

€ T @1

g C  fe A mdudu (mol/dm?)
t Ao e (s)
= o -~ ‘{ 1
D, f0o dnssAnsnisuniain A'lU B (m%s)



L3

MNnauNTH (2.1) wuimaldudisnansiednsnisdsusdasosanududy
dena waznatiduruansdsnswdsuulasenududuiivunlaquasssuy Taell b,
Wuduuszansiuansiednsnisunsvesmsimilomieiuiidenan i D, WL
QUNNTLALAUAUYDIENS

Tagmlumsussanaiduyszansnisuns asdosfinnsondnuareasfiuinuesnis

WWIIEIH wmmﬂmmmww NTINTZUDN NIDNTINAY

AMTUNIUWSHIUNTINAUNAI LA LAAIaNNISH (2.2) [9]

M, el 6 i(bcosnﬁaj2 {—D nzt/(b—a)z} (2.2)
M i@’ +ab+b> 5 n PT Ve '

Gll 1 L7 - 4 I = = A o
MNANNITN (2.2) @wnsauseuuarduuseansniswnsiaaSauiisunaiiavinnag
d; U al - Q’ Id’l @t 1 -] %
NAGD mawsmﬂ1ﬁmJsxamﬁﬂ13Lwaaﬂnxmﬂanmmiauﬂwsxqnm"L*U‘LumsU'ismm

srETIa luNITUIUNISHNe 16

a = gt g I3 = A
2.8 wRnssuNITaratevasneatuasluasuaulasenludwmiiaings [8]
a & M @ & o o aial o w A a ) s
wodluasusawIndiluasniidadninvasmsararsly scCo, wialianisasaium
ANsaransvaanediuedluy scCo, Tufuguungdl anudu anududuvesssuunay
awUsznauvesans uenantwuiimtnlumanavemedwesiludniudsuilsidwananis
avanevomadmesludniazaty Wy scCo, 9n3UR 2.8 figamgdamediweivzliawsa
azargludnitazargld Jaweneendu 2 Ipame (L) neuszneulumeuinumediuesil

AINLNTUAIMI0 Solvent Rich Phase wazuSiauafinnuiduduvemedinesge

%30 Polymer Rich Phase
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increasing pressure

increasing molecular weight
of the polymer

Py
- L

a) pelymer concentralion b) polymer concentration

(n) ()
GJ = 2/ 2 = .3 =3 L [
:a:‘U‘VI 2.8 Qaum:uu,azmmwwumeawaamai‘uaan'1‘saxawamadwaamaﬂummaxa'm

\ieannwaves (n) waluana way (1) A [9]

' '
= = a

Wotiugunafiavdwaliianseauditulesvuseninmwediosuasivitasanof

q U

o W = d
PURNUINEMRVDIE1TREAY (Upper Critical Solution Temperature; UCST) tinasanein

v

auysaisenitanediueiuasdniasanaiiuarsazarsiieides (Homogeneous Solution,
(L) atslsfmudiefivgumniiouiguugiingamuesnisasars (Lower Critical Solution
Temperature, LCST) wedwasuagdwinazargasiianisuanignianiaiindu 2 Yona
(LL) Bauraunann Free Volume Effect (HanssvuiiiosainySuinsdase) Tnsfigangfigs
n91 LCST asiianisvgnaiiiunnisiunisnnufouramediuesiazivinasatvdmari
Wiignavisanaiansevanetliiauysauasusnidy 2 f9nn wenaniinmsanasesaany
wnwiwwesiiazagszanasnnniudieisuisuiunediwe i linnsaraneiiatul

auysnluasiduangvilliiAnnisuenigniadefildndnanuds Tnoilussuusmusewing
wodlnesuazdiiavatuzUsingiiieage LCST sizildravainisveiodinis
AUTOU (Thermal Expansion) tJuganing

uanmnﬁﬁaﬂmsmgﬂﬁ' 2.8 (n) waluanavesnediuesavamanofINIasaIevea
wedwesluswinarany Ingwedwesifuraluanamazaranglusihasmelafinimedes
fiflanalianage dunslsanilensduwesimalinanageiu trwesgampiivesmsavaned
asysal wie Homogeneous Solution (L) 3 szeigv1952mIng LCST way UCST azuAvas
viefinmsazandldlid wsneiliesnalianaiingeiy wedwedarianwiaunnssaindarin
avantscCO, 1INty videfmuansoazaneosa

KaTeInUAUsINsazanevemediweslufvhazasuandlddaguil 2.8 () 7 UCST

nsiiuvesguuiissdwmaiosdndasdadinisarats lususd LCST nsifiunde
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USuasumiuduasdsaden LCST wasaudinsavarsetedmay Inefivdna LCST &
HAYBIAUAUILAINADY1UINFDNSVNEFINIAIINTOU (Thermal Expansion) Lag Free
Volume Tngn1siftumududanalinnuannsalunisasaroviotisninvesgumgiives
msazaneianniu

wqﬁﬂﬁmn'ﬁazmmaawaﬁLuaﬂuﬁqﬁwaxmaﬁLtamﬂugﬂﬁ' 2.8 favadrendeiu
WORANTIUNNTALANBTaINa RIS WIBUINGlY scCO, Famsavarariuaninanmenimiay
NG LN TERINGH

as

2.9 1Ay tas

Jean-Paul Serin wazamuz [10] AnwingAnssunisazarsvasdusduly scCo,
Welludeyalunisianuarernfugiuiiandalunssuiunisnduvesdingidey wui
Ausiudauamisnlunisagaiylu scCo, Insfiguungiiai 60 °C nsiinausiy
6-30 MPa danalviiiugduiiaiuaruisalunisararslu scCo, lhundufagui 2.9

MnAnuaENsalumsazatedingnaanisadseyndldiuedusiuiumeila RESS-

Microencapsulation a

500

450
4001
3501
300

sulphur solubility (mg.Nm-3)

0 — A . ’ ; .
0 5 10 15 20 25 30
Pressure (MPa)

A @t a I at 1 o at
JUN 2.9 amnudiusseninanuiuazansasanevesiuziuly scCo,
gaun)iaei 60 °C [10]

MINT WiwsITaaed wazgiod 9135 [11] Uszaunadnialunisldveda RESS
maldusseniaves scCo, lumanianaymalulasaiiosveansfiuwing (Octacosane,
Cze) Imannsinniuansavanesening scCO, waswisuwindludiansavarsefiadulnanea
(Ethylene Glycol, EG) wazin drun1stuniuaisasate 6 wastfsanm§ndag
150 rprm wud1 aunsawisumasiiiuwinglulasaile fiddnvurlddntudunguioy
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Taeflvurneynialutas 04-7.0 pm figaumgiivazanuduneunisvenesia 70-90 °C uas
120-160 bar Aududy €6 wazth 515 vAs awdidu faguit 2.10 Felidnvaiznig
mamwﬁmmzemm'amiﬂssqnm"L%’Lﬁuamﬂ?{ﬂui’gmﬂ (Phase Change Material) Faiiju
Usrlemidonuidesuianmansuasndsnuluowing

10000X,EG5 v/voo = [ 10000%, EG 10v/v9 | 10000% 26 15 vIvoer

‘: .

nl L4 L d “ § o 4
JUN 2.10 wavasanuidnduves EG lumsnisueynalulasaileswing [11]

venanildalavihnis@nwinisusvandléinafia RESS Tunsyuaunis Encapsulation
W38 RESS-Microencapsulation #igauugiuarannudunaunisvensd 90 °C way 160 bar
%a SP-M Mmdvulaasddnuusiiviinfivgusswasiidnvusdusynansainausuindnnin

13 i
=l

Mugdunaludsasnglviiiuiiauaznisnssarednalunsusygndldlunstanludsiuty

o =l

89T TUYIRMIFUR 2.11

DOX... | N 30000

(n) Ay (1) Augdupdauuuwing

s

A 1 o & o
JUN 2.11 pwaneideenegues (n) Muzty wag (1) SP-M
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Amporn Sane wag Jumras Limtrakul [5] lavinnis@nunlunisussgndinada
RESS-Microencapsulation Tun1sld3aiiutaindauviuuu PLLA (Poly (-lactide) wu731
ansnwmsgnaymMeIniueiouiuu PLLA Taedl Snvzoynadunsinaudaguit 2.12

JUH 2.12 dnvuzdugniveveteunainidudindeuiuu PLLA [5]

Kenji Mishima wagamz [12] Anwinszuiunisiouialgiaduueseyninunaide
AT5UBLUA (Calcium Carbonate, CaCOs) aruWgealsnedines (Fluoropolymer)
dioUulsantinisuviuassluidaemaila RESS-Microencapsulation neldussenne
scCO, Ingausnmsenaynin Caco, Tussivlunsouilindoufovgenlswodiuesly

dnwrLUULULAUTATUAITUN 2.13

< | o S a v a ¢ o v
UM 2.13 mwdeidsuenegeweseynia CaCo, Aindaumengoslswediwesinionldan

wiAtlA RESS-Microencapsulation [12]



Ui 3

ATNISNANADY

3.1 d@15adlun1snnag

Mafugiu (Sulphur Powder , 99.5%, ﬁwﬁﬂmﬁqa 32 g.mol™, grungll
viaeumal 118°C , Analytical Grade, wan.iduuausiv dudnd)
msuwing (Octacosane, dmtinluana 394.76 gmol™, gauviviaumrad
59-65°C, Analytical Grade, U3¥W Sigma Aldrich)

ofiaulnanea (Ethylene Glycol, 99.5% Purity, Analytical Grade 310 QR&C)
Aiuaulnaanled (99.5%, Minimum Purity Grade, US®¥ United Gas)

1Unau

3.2 \p3esiiagunsaildlunnsnaaes

AR

i e e B oL

10.
1L
12.
13,

Tudausssy (3 Syringe Pump Isco Model 260D)
\3esriiliamudou (Heater)

\A309n7u (Stirrer)

grathidalaulvinudeu (Silicone Oil Bath)
wiasluAula (Thermocouple)

wizaedaiifiniuusiugn £0.00001 g (Mettler Toledo Ju XS 320011)
ida (Nozzle) vnaduruaugnatenely 1.58 mm
ffaarivaulasenled (CO, Cylinder)
AYULNUATLAUGS UTHAS 15 cm? (Taiatsu Techno)
A90a7U (Hood)

MyugiivaynIA

wisndwandmiunistunu (Magnetic Bar)

logaanuiurilauiy (Dissicator)



3
Y]

Uil 3.3 {udausadu (fu Syringe Pump Isco Model 260D)
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.N_

(2]

-
[7]

L. dufiaeivoulneenled 2. Uudauswiu 3. insestudanuiou 4. sraiiiudalau
5. MUULUAIINALGY 6. MAUrANIAUBYNIA 7. wsastuniu 8. Widnann iy

< v o n
Jun 3.s whuAnlASIES19TIaRINTEUIUNIG RESS-Microencapsulation

3.3 YURDUNITNNADT

3.3.1 MifnsanwrduguINeIveImusiuRa i umaila RESS

L. ussyimeiuUiinm 0.15 ¢ Tdaslunmyugnuanuiugs

v
s

2. Aafagunsaldagud 3.5

3

3. 8aufia CO, WhgmuugnunufugafinudunounIsve1eia 160 bar uazli

meuiieniidilauiigamgiineunisveteda 90 °C Wuan 120 min



il

4. IANUANTATAUNEUSEMINMNTEUREY 5cCO, asluluarsazarsefdulnanea
(15 v/v9%)

3.3.2 msAnwdnvuzdngiuingrveswisiluwindvdsirumaiia RESS

1. U5yl InduUunn 0.25 ¢ ldadlunivusvuaiudiugs
2. PegagunIniiagui 3.5

as

3. Saufa CO, Whgnwurnuaudugesiinufuniounisvenosa 160 bar waglv
anufeusinuadedlinnuieulnaliiuiudalauilgnmgineunisveneda 90 °C Wunan
120 min

4. anuasazateNausEnITTuLinduay scCo, avluluaisazaiuafiau

Tnarea (15 v/ve)

3.3.3 NMSANEINAYDIENIILDUAIVDINITAZANYRDNNSIASEN SP-M

1. u33gW1sWuwiIng 0.25 ffu 0.010 ¢ uasAwefuySua 0.15 AU 0.007 g n3e
dadhulasrminFusurasuedu 40 wwds Tdaslumausnuanudugs

2. Andequnanifegud 3.5

3. $aufia CO, hgnvuzuANufugInLiuieun1TveeF 160 bar uasld
A feurnuadodinnuieulnaliviiudslaufigumgideunisvered 90 °C WHunan
120 min

4. danuansasatunaunay scCo, aslUluansararsefiaulnansa (15 vA%)
3.3.4 msAnwNavesEazlIaldIgaunanisazatesensiesan SP-M

L ussgmsiuwing 0.25 wagimgduliinm 0.15 viedadaulasiminiSudures
Mgt 40 w/wde Taadlunvusnuainudugs

2 ﬁmﬁgﬁqﬂﬂiaﬁﬁ&gﬂﬁ 3.5

3. Saufta CO, ngnwusnuauFugiinuduiounIUsIef 160 bar warls
audoutiuadadliirnuieulneliiiudslaudlgamaiiseunsveeda 90 °C Wunan
20, 40, 60, 90 way 120 min

4. Fanuansazarenauadliiuarsazareadaulnanea (15 v/v)
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3.3.5 MSANEINAYDIAUAUNDUNITULIEAIRDNITAFEU SP-M

L ussnsuuIng 0.25 uagfrusduuSina 0.15 wiedadulaodminSuduvas
sz 40 w/w ldaslunvusnuanudugs
2. Aadsgunsalfagud 3.5

3. daufig CO, L‘Ehejmﬂzmzwuﬂmuﬁuqaﬁmmﬁuﬁaumﬂmaéﬁ”a 140, 160 way

]
L =

180 bar uarlinnudouinuaiedianuieulagliiuisleufigumgideunisveed
90 °C Luiaan 120 min

4. aanuasaranenauadliluarsazareiafdulnanea (15 v/v%)

3.3.6 NSANVINAVDIEAFIUTUAUTEIUIINIULTULaTWISIALWING

AONISLASEY SP-M

L ussymauinduasiweiuiidadiulagiminduduvesiiusdu 30, 40, 50
waz 60 w/wob ldaslunvugnuniuiugs
2. fnRsgUnInlfeguN 3.5

s '

3. oaufia CO LgMruENUANAUEITiANAURaUN1SY I8 160 bar wazli
anuieuruntaslinufoulaglduiudalaufiguugiineunisvereda 90 °C Wunan
120 min

4. Aanwuansaraeautay scCO, aslUluasaraveidulnanea (15 v/v%)
3.4 M3AATIEVITYA

1. Lwﬂmgmﬂmaamsﬁ‘lﬁaaﬂmmfﬂé’wﬁ'wmsﬁwLLﬁuwuqmmﬁmﬁﬁm
Togaanuduriaui

2. Anwvuauardnvusdugiuingrveseyniniindaldfomein SEM uaz
TUsunsy Image-J

3. Anwdadauesdusenauvesiusiuuuiuiteynielulasiouwaugaduldfe

WALA EDX
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NANISNAADILATILATIZIING

msAnwInszvIumMaessneynalilaseusalgaturesiugiunaswisfiuning
(Sulphur Paraffin Wax-Microencapsulation, SP-M) Tagwaila RESS neldussenniaAves
scCO, Aauludansazans EG mandudu 15 vAee s widnunedusnineves
wisuwindfemaiin SEM aziinssisiadeliinauuiuiines SP-M fewmaila EDX

nansAnwannsesuelasa
4.1 M3fnwdnwuzdugIuIneIvasiusiy wisHuwIng uay SP-m

nsAnyINseIgueyMafuziuLarmRuLIngdewmain RESS dunisiany
lfsansavats EG anududu 15 vA% (30 °C) sauiunisthuniu 150 rom Tagnisidainds
Annu 14 50U Ngamaiinazamiuiounsve1edd 90 °C uay 160 bar iveliludeyaly

]
= el o/

M9 MUNENINSAn¥INTITeN SP-M lidnwarluiuuiuadou nanis@nwinansla
Faguit 4.1 nuheymafusduidonlFiisnuas Bunssnaulifaiudunguiouun
Usvanal 1.7 pm fgudl 4.1 (n) wesiileRnnsanayniamsiuwindin el dwudniidneae
Hunsanaalifinfuiunguiou #ufadeu Soumeymaussaia 4.0 pm M3ud 4.1 @)
Faflvurmeyniamnnitduziudszuna 4 v snduidlerinis@nwinisedon SP-M
gomgfuavanudunounisvenssa 90 °C uae 160 bar Insnauansiigndanimindudy
vosimediu 40 way 60 wiw% fianaznnniwieiiugaduivesnisazant nuhannTe
3o SP-M filidnvasifunsanasiasiivuelugnduumeymefudunarwsudng
TnoitdndauhmiinGuiuaesiuedy 40 wwos ounAfivuaUTEIM 4.5 pm uasiiiui
vivszifiosandeyninvuinidnindouiuludnuuruuy Encapsulation fildanysal
v3e Dposition §13Ufl 4.1 () uarAidndruthminiuduresfiugfu 60 wws AUNIA
fvunUszina 6.7 pm wagiiiuinaoutiadsunasindnuay Encapsulation ey sl
FaguTl 4.1 () Fazndnneasenlusdedaly
mﬂﬁgmﬁ63Lﬂiwﬁﬁmaaﬁﬂixﬂauuuﬁuﬁwaaﬁmxﬁu wsuwinguay SP-m
fewmaiia EDX vuiiuiivasoymefinioulinuirawnsansianuaianduvesiy i
@umie 2.308 keV dmiusumeaiiuduiinionld aanduvossinaifueuiidiums

0.277 keV d@msunisFlundnddadirfuauduaiduszsnaundnuazaiunsansanuaiunasy
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YIANTUDUUAE MU TUUUALRIY09 SP-M NnsaifidaadiutvinSuduvesusty 40 uay
60 w/w% nanwugn e mLardeyalaliasednanausaasuldinianisdy
trdoudusenitams fudnduariiusdu voaruisamioy SP-M ladrewata RESS

MelAuTIeINIA scCo, AUl 4.2 Tnpfidndrutminisuduvesiiugdy 40 wwd aYN"A

sziimaviuafounuuldanysaineldnvaziluoynia Nano-deposit wazfidnaduimin

'
o kY o

LSUAUYBIAMEIY 60 w/w9e SxananTawIENayMAndinTuAiouLUUANYS

e

30000X 30000X 30000X

i o as

EJ 3 a/ =Y 3 5 qi s 1 z; s
sUN 4.1 AWAIINAIVEIEF (N) NUEAU (1) WISTAULING hay SP-M Tidaaiuuvtin

U

L?uﬁumaaﬁwuzﬁ’u (@) 40 w/w% (4) 60 w/w%



(n)
0 2 4 6 8 10 12 14 16 18 20
Full Scale 3718 cts Cursor: 0.000 keV
Spectrum 2
()
0 2 4 6 8 10 12 14 16 18 20
Full Scale 1812 cts Cursor: 0.000 keV
Spectrum 1
()
0 1 2 3 4 5 5]
Full Scale 8230 cts Cursor: 0.000 keV
()

D ]
Full Scale 11956 ¢ts Cursor: 0.000 ke

= a « ¢ Y a ° @ a T
JUN 4.2 namsinneiisnesdusgnaumeinatin EDX (n) Musdu (1) wisfluwing

' 2

Lag SP-M fdadrudnmuniSuduvearugdy (A) 40 w/wb (1) 60 w/wo%

25
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31NN15ANBINISIATENEYAIA SP-M Areinalla RESS aneléiussennia scCo,

o 1

anwugsRAdaUiafengy WeliaeRandnvurduguinervesiuiiveeynia
WiITuLInggaunAfinuindeuuarfvuineynialugnitgniuiedevudnuiiuiinfme
aynIAMLEAUAIFUN 4.1 (A) uar 4.2() wiaiiadu SP-M lasnalnanisindeuiudanany

[ 1 ] ' o =Y =3 & o o
Wunaurainainsazaratelu scCO; MLANAINUTDIWITIAURINTL AL N 1UEOU

¥
wa o

Fedanasiodnsnainilupdeareansifineunia [13] Taedn1ivangiasauiinunne

'
& a1

Nuvesadmasianisanewmulaassonsiiviavataynia Tnewisfluuindgadidinig
avanely scCo, wnniiugdiu adussduresmsifedundoauinndt oymaialaizandy
=Y [ I o o v A v & a - =3 A= I

JuAaduunuaaisves SP-M Inluiurfusvitiiadeuruiuiive s siuwindiiadu
auma SP-M lageynaannsawienlieed 2 dnvae dnvarusnifnoinyiuiaiusdy
favareludiignim scCo, tasvinlieunia sP-M Mwieuldfidnwazduaynia Deposition
wazanwurigosianUTInufinziufiazangludiigain scCo, naneaunaeuoynin

viuafouanysal nalnnisiiin SP-M uanldnigui 4.3

’_.. N'ano—Deposit
&

Complete Encapsulation

Homogeneous Phase Nucleation Growth Phase Separation
Supcrsaturaﬁon State Ex. T,P Change Ex. T,P Change

3UN 4.3 nalnnsifineynia SP-M ludnwausnisiadouriy

u

4.2 MINATUINAVBINSIaTRaaLazNIsHUIndaNSHMIe SP-M

NsANYINISMIEN SP-M drewadla RESS meldussennia scCo, Uadoiidwmane
nMsiinouma dnuusduguing suiidadiutinuasiadeus
(1) HavasdnTIMsIiniliadys
faildnananudrdrssuimuannselunisaratevesasly scCo, axdsuane
Sasmsiiaduedeaveans Ssnunsamuauldlasmsuiuasugungivazaudurion
nsvEeRvasens WeRansananuansalunisazasly scco, Tnely wuiiadlums
Aflunsieudhgaunalumsazans nswdsuulasanufulasnisivdsunlasgumgiios

danariarmanInlunsasargvasignarately scCo,
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31nN13fANYINIsIAIENBYAIA SP-M muwmalla RESS aeldusseinie scCo,
dnwnzmsiuiadouiifnanidesiuioiieseinndnvarduguine oAy
ﬁﬂwmwaaam_gmﬂWWﬁquLL’iﬂﬁ%wﬂﬁﬁﬂi’uﬁqL‘%ﬂULLazﬁmmmaqmaimpﬂmdwgnﬁumﬁa‘u
U?nmﬁuﬁqﬁwaqmﬂﬁwuzﬁuﬂuﬁuﬁaﬁmmmwssé’agﬂﬁ 4.3 lngdnuaznsindouny
manarudunannusedvlunsifeiuedsaviesnsnmafninedsadunndrsiuveamsily
Winduasiugiu Seesueldandndiunisaraisdudbeenn (Supersaturation Ratio,S)

8/
o ol

Feaunsit (a.1) fadl [14,15]

S _ y])c(rrpc’ Ppe) (41)
y (T,P)
19 S Ao 9nTIEuNTaranedufIPeIn

Yee(Toe: Pre) 00 dndhiuluavesiignasaeianiznaunisuensd
viomelunvusnuanudugs ()

y (T.P) Ao daduluaresignasaeNan1IenaInsuese (-)

dnsmsiatueduaasuislansaunisi (4.2)

(1/3) 1/2) 2 3
T tetera = (4—HJ = 5T o "N, S x exp| - M (4.2)
3o k,T)  6myn 3(k,T) (In S)°

oy o do Ysuwsidlsluavesans
A9 WSIFRTEIENTHAY
fie Mmsazavesignasmefiannivauna
N, fo avezlanlng (Avogadro Number)
f(0) 7o fwlanduvosusadaingayy
k, #o Amsfivasluandusy Boltzmann’s constant 1.38x10-23 (J/K)
D grunadl
n A enumilalauning

r, feSalluanavesdignayae
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PMNENNITN (4.1) wuhmnuausalunisaratslu scCo, Auansnatiuuanius iy
warn1s1AuLIng [16] demaliian s uuSeuiaiiounsstursanisiindnadsalunisiie
sunadidwaniiy lnenisiuiindfdear S snnieziivsdiulunisiiadusdeamnnh

dwalilinsifndundsaiiniuazilonalunsmusiudeasludinmsifivinveseyne

v o o o

nourow Iwvimihiilueynmaununan dauiwzdunia S deednsnsiiaiueivay
H1ni1 denalifinduedsauasasiianismunioansnieunds uazianissaudaiudy
nquipuludnuruuuuedieuluUdenedauuuaynaununas

(2) navasdnsNsAUInveIaLAIA

Sasnudulaveseymevdensmuniudeassenoudenasiady ssasin
weninaAvedans anmefinansvesmsuenignin uazautiveans luauideials
vihmsfnwnavesdndiuduiuvesnsiuwnduas sy fuvdwadeuSinuaiy
mnsiuwesansluinma scCo, Tnsmnumunuivvesansviafgnasaafiananeiuardina
sonsenelewnamsviioniunsresanslutinsidulaveseyna sideitdddesnuuums
naaeslasAnuinavesUTuiaiSudureanisifuninddonisinion SP-m
TagAnvinssaumsuwindisuduiiuiinunnniuartiosnitdin savareve s sl

as

wind viafanienmsazaredudnazludusvesiaiuningly scco,
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4.3 N1SANYINAVDIENIILDUAIVDINITALANYADNSATYN SP-M

NaveIATaraduRITRITE UL BTNy MALARF USRS uiTn
yuuRIves SP-M Meimadla RESS dhunsinvulufiasazats EG anududy 15 vivs
gamglinazauduiounIsve1eda 90 °C uar 160 bar mua1dy Tnsnaualsidnd u
dhwiinEudurastiuyiu 40 wws nsfinuiUSeudisuyiinamn s fuindfinaududy
1INNIILALAINIIENIENITAEANE Wie s>1 way s<1 84 s Aeanavnisavaredud

FaEunsT (4.3) [5]

g = n]\‘csscl (43)

50 lubility

<4 ai |

Ty S AD dnTrd@IUNMIAZAWILAT ()
M e Ao Ulinuvesignavaieiianisneun1svees
MELUNBUENUANUAUES (MOL,0/MOleccor)

Mo bty Ao USinumsaganefgnasaneian1eaunan1sazat(mol,./mol.cos)

KA IANILERLARIUT 4.4 wudaynia SP-M Tilalidnueizilunsanan Taensdli

I3 3 ol

asavaneiianuduimeniiuwindeynaasdvuiaussana 6.0 pm Faflvwalwgniy
auna SP-M lunsditansazanelidusi@divuiadsyana 4.5 pm Wesnnsdlfiansasane
- a w =y ] L4 P P b= - e 4 i o~ o =l i

finududimensiiuwindaeiviunamsiuuingly scCo, unndn Wevinisdaiy
arsazaedadiunedulumaiineyniaiinty dwalidnsinisifeduefoainiu eymaild

Jdlvunadnninsfinensazaneludusmeanisiuwindsailanaiininallumde i

a as

AHNDUNITVEILAIAIH

u

90 °C AINAUNBDUNITVEILG 160 bar (A) s<1 () s>1
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vonaniiflelinseviorndsUSinademaia EDX wuinsd s>1 viefian1iydudh
gaan1sararvasIiuinddadulaotvtinuasiusfuuinaiumues SP-M fusuna
WAy 24.96 w/wd Fefidndningiminuasigiunniauma sP-M unsdlil s<1 wie
ansazanglududdenisfluning FeiuSuionade 16.97 wwo ieswnnsdld s<1 oeil

Ysuaumn s iuningly scCo, anas Usinumsaanuvnuuuvasioasveansiuuinds

ANULTusn Tanalunismusiuaiakasnisansmiiaalsusanisiiulnsudurugdudadl

b

1ae SP-M MwseuladadiuSuiaimusduuunuintesnit wiounauSunaSusuueIniiugdun
JUSU IS UANNDENTT WaLUANINNTNEVIIAIILLANAIIYDITAFIUSUAUFINET?
wiodnstieniudAuiiuandsiudsnaavdmadeauaunsalunisaratevesasguenly

1MAveY scCO, FeavdiwanavuIngMAkazdnduMuziunuTINIUEIYEIOYNA SP-M

WARILARIANSI1IT 4.1

A15199 4.1 Jave9RNNRLTIvBIN I TlLLIngaaruIanasdndulasuinve s ue sy

dnnedufnveInsazany YUINBUNA dndaulagtmiinuasimedy
Saturated of Paraffin Wax (s) (pm) (w/w%)
s<1 60 16.97
g 1 4.5 24.96

4.4 HAYDITTHZLIANIUNITAZANERBNNSIASEY SP-M

MIANWINISAIEN SP-M mawmalla RESS Melaussennid scCO, KavawIaT LN

=l

ararenionatlumsvindndunsiduiadoiidadalunsiine feiiiesainmaida RESS &
wdnmsfidrdyiinnuamsalumsuniuaznisavaisvasiagnaszas (Fuvduuasnsiy
wind) ludeipaeves scco, Fravdmadonisnindundoauaynisiiulnvesaynia Sp-m
wavdsnadeluduednvardnguineuasdndiuvessnasdusenauyes SP-M fiwdenld
venanifaduiuslumsimuaanngdmngalumsdiduns mAdeiiaddnenms
S8y SP-M Memaila RESS Wunisdanuludiansavats G anududu 15 v (30 °0)
$anfunsuniu 150 rpm Tasnisilianndrdany % sou fgumgiinaranufuieuns
819§ 90 °C uay 160 bar lnenauansidadrthminiduduvesiiuedu 40 wwe s>1
narlumsaniiunisieunisdany 20, 40, 60, 90 uay 120 min wan1sAlunisuansldes

St 4.5
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NJUN 4.5 wuindenanlunisAndunisieunisdanwiugin 20, 40 way 60 min
dodwiuzduaslifnanatetnanagl lnsdadiuanasnin 27.49 anaande 25.47 w/wdk

wazdnaIuvzisuAILasiAUsyuIn 25.0 kay 24.96 w/w% ML1a1 90 wag 120 min

[T AN |
o

AU Vadlfiviesvesnatudy 20 min dadniusiuvsiiiggaidoninglesteziia

& o

auq Anann Mugduddiuminlanadindmisiiuuindasiinnisunsludeinnia scco,
Iopganmiinimnniuninddsdmalidadiuduziu sp-m findouladidndiugmse

fvsinaumnn Wenanlumsadunisiiivte MuzduezBudngaunalunisazaievsaidanis

0

ausveanisazae [17] luvagimsiuwinddalinnuawnsolunmsasanefugtiuisding

5

= o 1 a

Twdlonanfiuuindu dadruarsususrnaudadussdlsynaundnvoanisfiuuindayi]

'
as ! )

ARAIANLINAUNI T ERF UM UL T UVUNURY SP-M anad wazfitiian 90 way 120 min

dndusananazimasiilieningasdinaridngannaveimsazane

76.00 28.00
~ 9
g 7550 - 2750 2
B Z
e 7o 27.00 5
T 74.50 3
S - 265G B
S 74.00 S
5 2600 5
£ 73.50 £
s 5
& 73.00 25,90 &
s [%)]
[ m
<

pl v S T PR A S N, Y

20 40 60 80 100 120
Time (min.)

5UR 4.5 navosafedndus i auTinuuuiui SP-m

Y

5] L3

a it F 2 1 L7 = é I o/
Uiyainusilafinuinisussanumdudss@nsnisunsvesiagnasaisly scCo,

'
Y

Imamimﬁa‘uﬁmzﬁ’uwgn%umawmmﬁumqnauﬁ’sgﬂﬁ 4.6 NUUYINITUTLUIUAT
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RHawalnsosaz 10-20 wiieeainAinisavarsveslalansaisveuly scCo, fAntiaaunn

dmualinisazarvveslalasaisueuly scCo, uansavarvidasnsatiug (Infinite

Dilution) Tnaaunsaidieu ¢ w3e ¢, 9INauN15an12E Peng-Robinson ladaaunisi
(n.5) D4 (n.13) fiatl

b P ) b,
Ing, = EZ(Z‘ - 1)—111[21 —g—T} qll,[z%(lukm)—ﬁ (n.5)
198 G = (n.6)
2RT,/2b,

P

Z, +(1+\/§)(—3T)
_ P ".7)

Z, +(1 Ji)(RT)

I, =In
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W & WAY b D ANASTITBIANNNTANTIE Peng-Robinson, Z #iB wiamasanings
(Compressibility Factor) AMuanilaainaunisi (2.18) fie (2.23) wae &, Ao Am1fimes
Uiuuisunsii3eng (Binary Interaction Parameter) Aalavvoy 1 Ao wisfuwinduians

at v = a ¢l
wazAauios 2 Ae wisNuwindfazarelu scCo,

a, =045 72{ﬂ)y/
P, (n.8)
w =[1+(0.37464+ 1542260, 026992071~ T i (n.9)

o .10
b ~0.0779 k) e

Ccl

a

ool @ fie oziwunInuNnmas (Acentric Factor) ¥eea5uU3qvs way T, Ao gaungdl

anfigamgdl T o Teeflewindy ¢ -1

3
(4

Z’-(1-B)Z* +(A-3B* -2B)Z - (AB-B*-B*)=0 (n.11)
A:% (n.12)
B:% (n.13)

nsAnwdlalusunss Matlab [15] Tun1sussanuainisasanavaansuwing scCo,
fegamsUsyanuAINITaratswanslafagui n.l figamgiaed 70 °C AnuduUszuu
200-270 bar wuintilaanuduiiuunlu Anvaiuisalunisazatevaanisiiuningly

scCO, fimunu Ingdansasaietiounin 5-10 wt%
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Vialiiennd k, Wuewisiwesuiunidunsitegntuiugamgi dniudslanu

U

AMsUAINTAZANY INEMAIAMUENRUSIININN K, Uazgamall tnuduiusalaluldly

Y

A

N1TUSENINAT K, Agungilaneg wudien k, Sanuduiusdaduivgungll fe

Wegamaiiiiudiua K, widanawielduniiieanaiiianidaguil n.2
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AMANUIN U
N3ANEIANYEaMgIUINYT

LAZNISAATIENTIATUTUIUVDIDYNIA SP-M

msfiniinvasdugIvinelaznsiaeisadinaveteymalulasouway-

glaturasiuiukaznisfluwing dremeaila Scanning Electron Microscopy — Energy

& as

Dispersive X-ray Spectroscopy (SEM-EDX) Tasfitunaulunisiiasizined

L. mevhurisasmgloniiganiudu

YT

o oy
sUR 2.1 lngaanuduiiaund
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2. mIipfeuessiAianaiounss (CRESSINGTON Sputter Coater 108 auto)

e

[ ]
Ad CRESSINGTON @ [Fhuto

1Y

3. MsANYIAN YU ILING1VBIBYN1A SP-M UareIAUTENauveIsIniuLy
Tuaynia SP-M faiATes SEM-EDX (SEM-EDX CAl ZEls  ZEISS EVO MA 10) Kagudl 4.3

- A w | a a & as - @ a
Ingindasliofnaniinisifiudaidu EDX aeluinFas SEM dagui v.a
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MaNNITH191UVeLUATEY SEM dananalugudl v.4 asUsenoudigunaeiie
sianaseudviwihindndidnaseuiedouliiussuy Tnengudidnmsouildanuvasiuie
rgasamvauului 31ntungudidneseussiiuaudsiusuied (condenser lens)

4 o Y 1 oa g e o a d = [ 4 o a '
wavhlvndudianaseunareliudBiannseou FeaunsausulvvunavesdBidnnsoulng

wiadnlan1udesns vindaanisnwidanuautrasusuldadidnasouivuiandn wdewin

Tuadianaseuazgnuiusresinialasiaudlnding (objective lens) asluuuiafuaui

9

Apan1sdny ndsanddildnnseugnnitnasuuluriuasitliiindifnnseunfvgd

Y

1

(secondary electron) Judisdtyyruandiinaseuniisgiidlazgniuiin wazuladludy

Fyyraumedidnnselinduasgminluasradunmuusensiminoluwazarusaduiinam

nuihaslnsimilalas dauaneglugui v.5 uae 2.6

S um
Sci Equip Center KU
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3.2. @89 EDX

WANNSYANATEINATIIMT NI X — Ray Aauansluguf 2.7 annsodinsizidld

Aaus s1Arsueniesmyaiion ilulgnuldndirns nedeuldvitvesuds veaman vie
Wuns annsndinssildaudsiglaensuisggusdenitudainuas @l
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wan n1svenvetiai e TWSsdlEndanunast o lusualsies1s Seddngaeyinly
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wanaseululdlugavesornonvessiangneanly Sidneseuluredauiazidrauunud

wazmenasudwAueanunludnvazvesdndisingeaawud Faslidmasnudua

e

WYY I TUITURUTIUNTIAT I8 WBaRua N wazAudnduveudndlsd
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WgaesaudiRntuaniiiuiugiuns Temeidsliuia fedran1sinsied EDX
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Spectrum 2
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Full Scale 3718 cts Cursor: 0.000 keV
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E‘Lhﬂ .8 ATNATWENTURNITAIVDITINAATITUIINLATDY EDX
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1. WUaluswnsy Image - J 9 ntiutdonnin SEM finesnisinvuin lnaidqlud

File > Open Magufl A1 uax JUTl A2

{ 1magel T R

15 e

File Edit Image Process Analyze Plugins Window Help

IDlolQORIN A+ NA| Q@] | | | | |}

Segmented line selections

5U# .1 Mmalanmwaelusunsy Image - J

¢ SW160_1_30000.tif (50%) et e
1024x768 pixels; 8-bit color, 760K

EHT = 20,00 k¥

+duction = Line Avg  Serizl No.

gﬂﬁ A.2 N1 SEM
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2. 1A303ile Magnifying glass Weenenn wazldiaIesile Straight Line Afinain
Wuluiidusunn dagui a.3 91nuluf Analyze > Set Scale 1d# Known Distance: 2

Tdviaw Unit of length : um 91niuadiniden global uwdana OK fsguil a.a

3ﬂ1”n' A.3 Scale Y9N W SEM

Distance in Pixels: |72

Known Distance: |2
Pixel Aspect Ratio: |

Unit of Length;
Scale: 39 pixelsium
[v Global

oK | cancei|

o g,
UM A4 n1IAsen Set Scale

3. dnvwaduriugudna1sveteyna SP-M laeiden w3ela Straight Line a1nas

vuambiduduiugudnatsueseyniaiidenisiavuia degufl a.5 ndsainduiden

Analyze > Measure (ctrl + M) TUSHNIUAZ IRTLIALAZLERAS ABELL length



{ SW160.1_30000.4¢ (50%) [E=2cn
1024x768 pixels, 8-bit color, 768K

A at L 1 &
E‘U‘H A.5 ANTINYUIALAUNTUAUENANYDIDYNIA

¢ Results E=B(ECE X7
Fie Edt

[Length :
1 208777

nd [ |

< v ¢
SUT .6 vALEuNILANENANNYRIBYNIA

61



62

AMANUIN 3

WIaslanlylun1sneans

1 0UUENUANUAUGIUUIA 15 ml (Taiatsu Techno)

UM 4.1 MvugnuANufuga
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2. waAUANANNAUIAENITUANGIRFUN 9.2 ihedwituuia COo, lWduda
W39UGS (Syringe Pump Isco Model 260D) fis§uf 4.3

a3 %ué’mmﬁ’uqq (Syringe Pump Isco Model 260D)
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3. gARnNUaYNIA

griunTal RESS

U 1.4 gadnifiueyna
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4. lawmgannaduneluussediniea

UM 4.5 laumigaanudu
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