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SURACHED EARTRAKULPAIBOON: PREPARATION OF NANOCRYSTALLINE
CELLULOSE FROM DISSOLVING CELLULOSE BY  ACID HYDROLYSIS AND
THERMAL SHOCK CRACKING. ADVISOR: ASST. PROF. NATTAPORN TONANON,
D.Eng., 101 pp.

Dissolving celluose (DC) that has a high cellulose content (98%) was used to
find the optimal conditions for preparation of nanocrystalline cellulose (NCC) by acid
hydrolysis and thermal shock cracking process. Initially, dissolving cellulose pulp was
milled by cryocrushing process that DC pulp was immersed in liquid nitrogen during
milling. The result showed that the average particle size of milled fiber was 87.51 um,
a specific surface area was 184.97 m?/kg and percent of crystallinity was 70.00%. In acid
hydrolysis process, the milled fiber was used to prepare NCC. The optimal conditions
of acid hydrolysis for isolation of NCC were proposed: concentration of sulfuric acid
55-65 %wt., temperature 45-65°C, time 0-120 min. These optimal conditions, it was
possible to obtain NCC with the average width between 7.90 and 30.94 nm, the average
length between 128.07 and 382.53 nm and percent of crystallinity between
83.11 and 90.17%. In thermal shock cracking process (TSC), the NCC in DI water was
heated at 100°C for 15 min, after that hot solution was frozen by liquid nitrogen.
This experimental result showed that the one-cycle of TSC process was optimal
condition to reduce the particle size of NCC, the average width of NCC was reduced
from 23.67 nm to 11.27 nm and the average length of NCC was reduced from 393.63
nm to 182.83 nm.
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1.3.3 Aasiziman1ieimunzanluniswseundnuiluwaglad
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1.4 Uszlgwunaindnaslasu

1.4.1 19911 Thermal shock cracking s2uA U Acid hydrolysis Tun1sinS ey
Nanocrystalline cellulose 10835 Top down uigiluduazuiauls awise

sogonluggnavnssule

1.4.2 lpannswsneaulunsaiandnuiluwaglas



UNa 2

NOBIUAZIANETIURY

2.1 \waglad

waglaa Wuaislulenedwesuasiluesduszneunanifinnudidgyuingaluiiy
Fesuliivsefinduninensilufifunun awrsavgnnaunuld lnewaglaaiilassadna
Usznousmemiheduiiugu 13undn anhydro-D-glucose (C4H;0s) siafuduansless uwaxd

aarUsEnauLall Aeansuseneulndueaailiniiuszneulumentlsgesvesiinanglaa
(Glucose) Mdousiafusiaiiusy B-1,4-glycosidic linkage s¥ni19nylansondafisdiumus

AsUaU C-1 wag C-4 dagui 2.1 lusssumdtuliimenuinfiwaglaauiansey lnoisaglaa

a a

lusssurAdnUsUuegsuiuansuseiny efwaglaa andu inulauguiuvunuily uagans

'
I a

uwnsn WWusu iWesnnwaglaaidunediwesidunseladifuaus (Side chain) vinliwaglaa

o
v

ldaganglui wazaudfiniamenmuesdulewaglaatuiiauvieransotonale wagd

<
AULLVILLIIGY [1]

i 5 OH
---------- HO—
/C4\\\C/Or 3 3KCI/ 1\O J‘S\f
5 (0} 03
C O ()
_____ A O o VAN g P
3 OH C C /C[i 5
HO o)
T 1—=4 —NnN

JUN 2.1 lassaamaativesluanawaglas [2]

waglaannulusssuvanuiidnvasitudulosn nseniilulasiiuia (Microfibri)
o v v < ! ¥ a = v A v a &
Mm3gaitudunguen ludulesssumainsdasesivesuanawaglaauvuindy
= av o’ IS o % & 5] I a !
seifyunaznlaiiluszidou Ingluanaveswaglaaiisesiinuuiluszsidsutiu Send
1 A @ = . . A v a s a a o A [y
dildun@n (Crystalline region) nillassas1avesnediuesnise¥niniulardansavununiu

ilvesinssninduanales usslalasaungafniussninduananisiudidaiala

1 Fdudinilassaduduse duusnaniinsdasesiveduanawuuliiduszdeu
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3end1 dwuilusdagiu (Amorphous region) Tnan1sisessvasluianatudiuiiazied
LuUIENEIEng anenedwesidnvusadlaveliiludunse vililldesinesznindluana
wnnitudwinilussdeu sibidulowagladludianunsolnmls wazgndesaansldde

niluusnad L undnuanfagui 2.2

AP BELAREY

il

U7 2.2 waglagludwindundnuazdruiduedugiu [3]

viinvaawagloatu amnsouvsldniuauaiunsalunisazargluaisazans
Tniieslansenled 16Ty 3 via Ao 1. uearuwaglaa (CL-cellulose) Ae Lwaglaaiiliazane
Tuasavaelaioulansonles 17.5 % lnowaglaaduiifewaglaauiqnd dasaglasdn
aosvila Ao waglaadiuiliviavs fe 2. wiiwaglaa (B-cellulose) Ao waglaaiiazans
Ieluansavanelufenlensenludituiu 175 % gumgiies udanunsonnazneuldiiely
asavanefitlannzidunsn SadudiuveauearnwaglaaiignyinliiidinisiAinufAzemes-
L83 (Degree of polymerization) anas Lay 3. Lmummaqiaa (Y-cellulose) fiaunso
azangldluynanimanudunsauazane sadudiuvensiivaglaaiieglusuves louau

(Xylans) unuwuy (Mannans) nuaaknu (Galactans) {usu
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2.2 \gliwaglad

Tassafrseasiiwaglaatulsznouludenedueaailsdiiuandrsanaagloa
mazeaglaaUszneudetinialuanadeisiaiel Ao 1,-4-B-D-glucopyranose e
efiwaglaaUsznaudethmaluanaiematsvia WWud nalea nuanlng wuulua lelaa
ovmDlua saviansnngalsdin uaznsaniuanylsin laewaglaadunodwesidunss uied

waglaailunedweslefsniuialuanasiiningaglaa Jevihufasemiaaiieslinds

aaa a

waglaa wagn1siinUisenediues (degree of polymerization) niegaglaa 10 &g
100 w1 [4]

4 5 0
2 5 0

0]
O [ 1-4 glucan
4]

O
I-4 xy1
0 B xylan
O

Q
&O —0 B 1-4 glucomannan
=0
o B 1-4 mannan
1

Ui 2.3 ieliwaglaaguuuusingg [4]

&aN
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2.3 andly

anfuunedwesviianilsifiosrlsznoumaeiitiuaislalasasuoundudou
(Complex hydrocarbon) laia ean@nlalasaisueu (Aliphatic hydrocarbon) wagegls-
wdnlalasasueu (Aromatic hydrocarbon) lngvitiegesvadluianadniiy As Hilalnsiny

(Phenyl propanes) Niilassadaduruu Fadlnauaudivienanininsaglaa lnevinld

a a

anfuiilassadradusdugruliazareluiiusauisaazarglunsalaiandes wazaiuise

Y] a

v A ) ' a o a a O a va &
azanglanluan1izdunne Bnvisdsgneandladlaluusseinia Inedniutuliguaudfdu

Y

waslunaiafn (Thermoplastic polymer) Nflgungiiyaiuasuaniuzadiguwna (Glass
transition temperature) 8¢l 90 asALATYE Uariigavasuvalagil 170 samigalded (5]

a a < ! | A = v o v 16 o 1
anfiududiuusznaundrdginuluiy lnelivihidesiuwaglaaliligndesaansy

v
Y a A a

lnggaun3glusssuyid wagyimihweuinsesnitueaglaguaviaiiiwaglaa lnedniiud
= 2 a

vaal 1A oy v A a a o § vy N o X
@mall‘l_l@ﬂl@iﬁmﬁqu %Q@u%JWi@W%VI@JUiNWmaﬂUUQQ ﬁ]wl’ﬂwmuhum’mmmﬂLLNmﬂ"U‘um’m

Tuane

2.4 wanunluwaglaa (Nanocrystalline cellulose)

1d a s

Wanulwgaglaa (Nanocrystalline cellulose: NCC) Lunefiuesnasssuyavia
wilafidyenaad Ao B-1,4 glucane Tgnsniaaifa (CoH;O0s), Talldnwarouniaduwis
e (Rigid rod-like particle or whisker particle) uanslugun 2.4 lasiiannuninseglugie 5
70 unlwiuns wazad1ug1Ieglugie 100 wluwastivuiavatglulaswns suniand
Wesidudiwaglaa 100 % asdidasidudainudunin (% crystallinity) 11031 70 %
A1ANY1IRBAIIUNIT (Aspect ratio) UINNT1 70 wazdliuNRIgede 150 m*/g nanullu-

o £24 L3 ¥ a 1 Y & 1 [
waglaagniunlduselevdvainvateniu 819 maadunssuldiludiunanluen Taglule-
daf o

wodlesnanniinuautRBnanavy BnvisgnianlndnunuiauidesiunisBuniuveuia

9

WovduukuRduauaueIng [2]
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U7 2.4 wanunluiwaglaa [2)

Ingdsadnuluiwaglaainssuiunisndng flded 3 wuu laun 1. nsguIunIs
lelaslagamensa (Acid hydrolysis) 2. nsvurunslaludluedulsadeuamsonnunuas
(High shear homogenization or High pressure homogenization) Wag 3. NSEUUNITANA

peteulesl (Enzymatic hydrolysis)

2.4.1 nszviunsilalasladaniensa (Acid hydrolysis)

Qdd‘d a a

nszvaumslalasladadensa (6] Wuisniivseansamlunsadandnuilugaglaa

= ! 1% 1% A | A ) = ! A & 1 = a o
Wesnwaglaawudlassainla 2 suuuufe diundundnuazdiuilusdugiu i
UfAserdunsaledne Aeduiiluedugiu Wiesanludivedugiuiilassasisiisosdiu
1 1 & = a1 J ! ! ! A = o [ = o 4
pgelilusulovivesinsseninduananinnitwagladludiunilassadradundn vinlv
Wuszilingainegiusgninduanaiidesndt Jgnvianeladie dedunisldnsandaiy
Wudumuzay uazdadedus Wuaumngll 1181 LardnINdIUTENINEITALA1ENITARD
waglaafildivunzay AMzanunsagarsludiulidundnlifouiovun wdnulugaglaadla
2 Ao I P P P 4 1 | =
Jafidnvauziluwisdu Nlvnaduiugudnaiasanueneglugisuluuns wanddusun

=

2.5 Inensaiitesldfensadaiiain lesnsdnuluwaglaaildasdvydamniivarsaeves
waglaa vilviuiwesdnuTuwaglaafiszqduau viliAsussmdnuseninauvisdn
uluwagleadslifnmsnudiudunduiou nszredldftuluansarais laenisanied
GUENLsdaQiaaLﬁaamﬂmsv‘hﬂﬁﬁ%mﬁ’uﬂim%’a?\lﬁﬂLLasmﬁLﬁwgﬁqﬁ%’uﬂuaq%’aLW@Uuﬁuﬁa

vowanuIlugAgLad Lanafagui 2.6
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Amorphous Region

Crystalline Region § @

Acid Hydrolysis

<

U7 2.5 nsgeeaaedniilidundnainnszuiunislelasladadense (7]

H, 805
/ \ Vi, 0 — )
HO ! &.} Dunp ﬁf} Qi

oH oH

JUN 2.6 nsaaedveseaglaavinmsviiselalaslafamensadaiinznuasnisiiony

Falnuuiuinvemdnuiluwaglas [8]
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2.4.2 nsgvaumslaludluedunseleugwmiseainunugs (High shear homogenization or

High pressure homogenization) [9]

nszvaumslaludlueduusadougmsenuduas iWunsadaunluigaglaanieunss
n4Na (Mechanical force) 3Mnn1suameusiudiy, luiiawuulsines-awmines (Rotor-stator)
w38 8nMIEANAUEY Bansdndesvunadulewaglaamedsiilunuududn Ingludule
waglaausznoumediundundnuazduiluedugiu iszazuuiadlonianagdnns
a | g = % o q v v va s % & = A6 = wa
Usnaduindundnludule siliunlugaglaanladesidududniinnas waslinuauds
< v oa oA o ] a2 = Ay va v
AMULTIUT IR lesanyianediumilundneenly lnsuluwaglaanladidusiu
Audnansseivuluung waslidnvasdudulosvanslulaswns nswdauluaglaae

=

nszvaunsiaeslamamasanuluingsds 5-30 Tadgnlusdenlansy (Wh/ke)

Y

2.4.3 nszviunsialastadanieioulayd (Enzymatic hydrolysis)

Tunspvaunisil nsdeswaglaalifvuiauunlumnsioeulvioag.aa
(Cellulase enzyme) FsUsznauluseiaulesl Cellobiohydrolase ¥imtiiivhanelaseasis
dwifundnluwaglaa uazieulwl Endogluconase agvhaneiamzandilsiitundn (101 Tu
mMannaosazliioulul lwagiaa vnaesigumgil 25-50 esmwaldya waznanmsvinuFAzen

aaa

vatedu (5-7 Tu) ndanduinnishianuseuninnidt 80 ssrwaldgaiiongnujisen

'
A

lelasla®a Inednldsiuiuisouieanssuzinainisges 1wy 10ATesunazidennIolnIele
lu3luiwes (Homogenizer) naunsondsdunsulalasladanioieulayd (Enzymatic
hydrolysis) tiletelindndusinladvuaduuiluuns [11] Tuneunisdaieivesvaglad

nnszvunsielasladasnseuleivanddugun 2.7
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hydrogen bonding
) Q )
a 8 A8 X [s0-100
‘e'l"’|"|f'l"“"'
K‘\( ll T = J@ T IA,?GQ I T 1 3
o ,L/'\_
€—*—’v>6 = M
ge 100-600nm
() € cellobiohydrolase
D endogluconase
™ ) AT )
€_'_"._"’j‘fTT."_',T@:"T'—['3
\ gt A> o A 08 €—ry o cmm It
G l'l"J'L~F|"I.“ l‘ \ ' ;_
f—';r/\l\‘ :V T L DG’H D:j \B g-r—l"b 3 @ z§§3
- O'T = -’?—H—'—ﬁ-‘w f- '-Vr|:'-' 3
€ ‘D W \O U €' S €J_/-° ™
\ =~ /
— Lt e Bl
() Scissionofthe B-D-(1,4) piiNe e
c
glycosidic linkages hydrogen bonds ~ (©) Further hydrolysis
- | Be S E
EBes= LE O K=
- \ \b L3
=3 g = B <€
= e = -
= = == T nanoparticles
(d) Atter 175h enzymatic hydrolysis (€) After sonication

JUN 2.7 Tumsunisaateiivesgaglaa annszuiumsialaslaganeieulud [12]

2.4.4 nuidmfgtesiunsatananunlugaglaa

INA5199U3Tee) wurdngRvifiilesidusivessaglagaddndifieadueling
Wasidusueanaaglaags (Dissolving pulp grade) igunsatiunuIeuiiiauniis
winzadlunmsduaseindnunlusaglaa leun Tode, Wegmaudaniivesidudisaglages

A4 v L i B 1l Yy & A A s 2 &
NNTEUIUNISATIN, Walliledauniunisnen wazbeliivonuad Jallusunanlesidud
waglad (% lnsdmtdnseuinin) lawn 77-80 %, 62-86 %, 95 % wag 91 % audwu lng

nsafananulugaglaanedsnneg uanddunisedn 2.1
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sl WdumAset | D (hm) L (hm) % Crystallinity | L@na1591989
Tty Acid hydrolysis 12 177 91 [13]
24 400 > 80 [14]
10-30 70-400 > 80 [15]
40 670 91.3 [16]
15 225 > 80 [17]
6-70 25-320 > 80 [18]
15 172 > 80 [19]
. a0 120 78.39 [20]
Enzymatic
Hydrolysis 70 micrometer 78.98 [12]
{Hoga- | Acid Hydrolysis | 5-10 100-300 71 [21]
aUagNn 11 142 82 [22]
ATUIY
4.8 147 > 70 [23]
AFASIN
Mechanical 8-20 200-400 50 [24]
process
Lééﬂﬁ Mechanical 20-50 micrometer <70 [25]
dedeui process
NIUNT
16-28 micrometer 79.5 [26]
wan
el Enzymatic 24.7 286 72 [27]
NoAWA? Hydrolysis

WINELUR 13T [13-19] wag [21-23] nsailldAensadaiingn, :1uide [24-26] Tdndnnis

High shear homogenization wagu3de [12], [20], [27] Tdeulesliwagiaalunisnaaes
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99710915799 2.1 nudslalastadamensadudsimunzanlunisanandnuily

a a (%

waglad esannindaiasniivssanianlunmsidndiuiililundnldlaenss lddrTngiu

q

Mtz tulizlialafiony fausawenwagladlidvuaduuiluuesld lnegldvitaiedun

Wundnwileuduislelaslagametoulwivsenisuamensidouniana vinlmlasidudaiy

v IS

I3 = = Y ad a | | e o Jau
Jundnvewndnuluwaglaanlanainislelasladanensaiiaiigeninisous anvialdnanly

v v A A v aa a v f % Ay o a I3 ! A =
ﬂqﬁﬁﬂﬂu@EJLiJ@LVlEJ‘UﬂU']ﬁI@IWiIa‘Uﬁ@'JEJL@u‘l"?jll "?NNGU’E]L?{EJGW\‘WIL@TJI‘EfiJﬂgaa']EJa'JumL‘Uumaﬂ

a & [

wagdnluedugiuveduanawaglaa wagldiauunaeduailunisnaasaielila

P

)=

a o ¢ & = v o A v Yol a v & a a
wandauaidundnunluwaglaa deluielinisldislelaslagametoulsdiiusednsaimuin
= 1 v v vaal a v = v o | v = o v
Fuuagldiiaiosas sedliislelasladaniensanianisuasignsaulougesiunig Fevili
pouutunaulunisada TudiuresisNnedousadauniena (Mechanical process) f9udl
YUINVDUFUNUAUGNA1E T VLU TUNATARIY windadueldasiaiuerivany
Lilaswns uaziiivesidudanudundndanleiSouiiauainnised 2.1

< (3

2.5 L?ia‘l,ﬁw'%dlaéhﬂﬁ“Lila%l,szruml,aawa,suagiaaqa (Dissolving pulp grade)

L?J@lﬁ%‘%@lﬂéhsJﬁﬁLU@%L%uﬁLLaamwaqiaaqa (Dissolving pulp grade or Dissolving
cellulose) WWuidolsivdeloineaiiiuesiduduearinivaglaagaunnnin 90 % dailgaauta
WAy 19U 11987199 waziinsnszanetminfiadnane (28] Tnenszuunsuanndn
11917N5EUIUASNIGAT Senandndildainnssuiunisuandoudiet Taemaotiniin
Uszanas 30-35% vedldildifuansadu Tne Dissolving pulp anansardsldannszuanunms
wanqeg 2 ¥ia lawn 1.) nseuun1sdalug (Sulfite process) wag 2. NTeUIUNTATIN %130
nsguIUNIITaLNe (Kraft process or sulfate process) lagnsgurun1sdalneg (Sulfite
process) awnsandndeliififiiuesidudanuuianiveusaglaageds 92 1Wesidudlng
Ymiin Tneasldansusenevves wouluily, unawdey, uunideu vselofey Wuansddey
Tun1sudn Tuaaefinssuiunisnsiv nienszuiunisdawn (Kraft process or sulfate

vala a

rocess) NaNLE DL NI UasIHuARINNUSaNSYoRwaalaaaddy 96 LUasIGuR FaninLiy
p Y Y

q
s

a I [ Y a a v 3 . el .
nTrUIUNITALAY Ao nisafalviuiandsitgaisazatsueanilas (Alkaline purification
treatment) azvinlimBoiwaglaanlaainnszurunisdalng daruuiansiindudu 96

¢ 2 & a a a L a X ¢ < &
LWUasLgus LLazLaaLeda@ﬂaamﬂmsmuﬂ’ﬁmww AAMNUIANDINLTULUUY 98 LUBILTUA

Ingnssurunsuandelindesidudweangaglaags (Dissolving pulp) luduneu

o

wsnldarandaliutudne Jeagntunssuiunmsmenanazmaail Weddalusiu wind

Y

a1snnfiu wavarsneduanailsasus naeainduazgnuenlvdaiiuvidluseduniivua
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Inendndannlaanduledheazligaglaanianuuiandasgn deaggnldluanaivnssy

a a = = saa ~
afmvnaIain ¥3e Wwaglaadmesiiiauviings [29]

2.5.1 nsyuIunITalig (Sulfite process)

s
a

nszvunsiaskanduloiaglaainnuuignsas Iagldindesnsgvasnsaiueiuly
msafndniuesnainbeold uavaareeliwaglaaluniiosuaiuiugs Inendenldiduves
Sulfites (SO,27) 3@ Bisulfites (HSO;) M4 lasauuiniduvres Sodium (Na*), Calcium

(Ca*"), Potassium (K*), Magnesium (Mg®") 158 Ammonium (NH,") Fanszurunisiian

a

anufunsn-maeglugas pH 1.5 -5 Tdnanlunisdy 4-14 §alus Wanudeuiigamgd
130-160 aaegaLfoa Getusgfuarnafiild lnsnszuiunisildldmdadniumieon
N5UIUNIAIIN urazidsugudndulvedlusuaisanTudaluiug (Lignosulfonate)
Tngvoavarainnszurunisiiazegluguresueanadfiinia (brown liquon) vi3ai3unin

Youvanduns (Red liquor) wisvesmaltalng (Sulfite liquor)

nsrvrunsdalndfianimdunsn Jaidededean mindunsnrzaasuivdiuves
waglaadaneanuinduleiledalidazldutsusswidudulenlaannszuiunisasi
wiazlosuinananigeaninnszuaunsasv uazileannszuiunisdalndiesenisven

110NN

2.5.2 nszuruUnstaLa (Kraft process or sulfate process) [30]

(%
Y

Tfumaun1sudney 3 duneu Ae

1. Pre-hydrolysis: ns¥uiunsiiazyinnisdesieiivngladesn Jasiiaglaaaaigs
Igieninaglaaiiesanilassairaduedugiuwasduneiiuesaiedu (Low degree of
polymerization, DP) 8nisnszuaunisildiviilmdulausneonainiu inelwitenenisais

wiandusanuiannszuIunseantal Tuduseuilazltaisaraniensnoaurainsatanisn

& a

vsea1sazangvesdanesineanlys Nguugld 150-180 esAnwaidua ldia1ussuin
2 Falus Faanldvusgivgamgll naaesiial pH (A1uTunIa-A19) ANt 4 daulngls
A1 pH lugas 3-4 iwedndusiensaansieiiwaglaa Fansadnedwaglaariilinaiduegned

Tagaunsaanmeanlauinnin 80 wWasigus

2. Kraft pulping (cooking): Wusyseninednfiunazigaglaggnidnlauaisazany

Faalaunouvnias Fuduaisazatsnauseninalaifoulansanles (NaOH) dulsifey

9 Y Y

Falue (Na,S) Wneufisenlalasladasmsansdanlatzanuialuianavesdniuiagingd avy
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Wnanda (Methoxyl groups, ~-O-CH,) Tnsasazatalefsudaliasgiusefisentu
Funoui TuvasiludoulensonladasmiufiselilfiAnnisaanesvoneagloa vued
lovsuvesaislalasdalna (hydrosulfide ion ,SH) ﬁehusu";ﬂiumsé’ué’jw;'jﬁ%mmuLLu'uGuaq
anfiu lnenszurunisiagsiiigungd 150-170 osaneaidea uagléinan 95-100 und
Tusuneuatndosenssuaumsas (Kraft pulping) @nliuazgniidmeenluuszunas 90

Wosiguslaeunin FeaniuuSuia 10 Wesibudlaginndnazy QN3 Solutumousely

3. Bleaching: Tudunouilazvhniswenide lneviiseeendlad wiles iaaniuls
Idanniign Tnolsivianewaglaaiiioannisldaisdiiminaasiu (Elemental chlorine free,
ECF and the total chlorine free, TCF) lngagldansfidesdusenauiduoandiauuwny 1wy
lelasiaueseanled fedilalnnaudedoanledazlidulgmeedauindey uriinavili

AanunnInsaiivleniagldansdmaneasiu
2.6 MsaangAdtiiasannnisivasuulasaunninuudunay (Thermal shock cracking)

n1saangiilesanmsiudgullateuniuuudundu (Thermal shock cracking)

Anannnisvenedvsenadivesiandisanmniiisunvaduasgadundu Rauenvesian s

q

[y

AansidsusUasiananilaenss Ingasinn1sveenIenafing19guRswiul el tan
A [ Ao a a (% ! v (] v =) v a '
Meguralundaldifnnisiuasundasingn asdinddiinsvengfvsevadiniuiiniuuen

NANABIINAINUANANNYBINITVEIBNTOMAGITEI e TanuiazdIu FsazrhliAnusuiy

e

Juludetaniesainanuiousazanuduviliftaniinueseninfu uazianisuansig

visednvineenaniuluiian [31]

a = v a =~ 1A < . =
ﬂ?iLﬂﬂﬂWﬁQﬂ“ﬂqﬂsﬂaﬂLﬁuﬁLﬂWﬁULuaﬂﬁ]qﬂﬂqﬁLLﬂjLﬂaﬂLLGIN (Freezmg) BUYOI N9

Yaa o

Wasuwdasmiiaduluiilatdalsiseninanisudidanids IﬂﬁLﬁaLgalmwiJUWLLﬂiﬂaﬂ dlelasy

andunmsutidenuds diludulefivasiinnnsvenefuazinadniuds Feavandule
Tneneananiu Fen1sveneivesiionatstdundniiinds lAnNN1TIUAUNIINUSEILAY

n19seedavesluanavesuinaziiwdiuniu luanavesiiuszneusiglalasiau

[

2 9¥M0Y WAreaNTLaU 1 ovnol BANUAITNUEEIAILAUD ﬂTﬁL'iEJWYJsUa\‘iU’H] Asduuuilu

Y

a

WMNsEEnTea (tetrahedral) lagilaanBiausgnTanaIyuvawnnszdnsoa wavl 2 yuilin

1%
1 = = [y o

wusyivlalasau dudn 2 yuinaindidnaseuiilignivdasiinssfsgaiuluanaresi

Y

d' ' [ = = a Y H < [
auqegtliiusziloy Tuvaeinmsisesiiveniuddsusuuiuenayinuea (hexagonal)

flovneulalnsiau 1 exneuegszninaeandiou 2 oznou svmexlslasiouiiduiuseiuss



29

Taaugazidnnuen 1 + 0.1 99an501 Yz Nnuselalasiauiueandaudniusyniaasd

¥

AN 1.76 = 0.1 dsansou vl 1 ana Tluanavesiilndidesiu 4 luana vinlv

a 1 J X 1 a = I 14 1 5 < A U
LAAYDIINNUINYUNINAU "NL“LJ‘L!ﬁ’}LWGﬂ‘ViF"l’J’WﬂJWU’]LLuu‘U@QU’]LLGU\‘IaG]aQL‘Wd@ 0.917 N3UMD

a aa A a IS a %’ o a a v 1 (%
188805 Mgl 0 pamwalya vasNiNaamgiAgInudanumuIkty 0.99 nfuse
fiaddns lnenisveneiivesusuing Wednldsuanimnateiluiiudsiviuinsini
Sovaz 9 Wesigud
a a a = . - < Y] a o a a
n1siinfiiadeandn (Nucleation) ¥091uds taevslunisiinduiuiisadealu
nEnfrTuiudnsInIsanveseamaiivng nsanvesgumaliasiminiziindamdeadiua
WINNToNY Aunagiwe vurinsangumnilasenedng auinalunfsainuiutey uay
PIAVBINENUILTI9ZIAANITVEI8FITUTE ) (o1 NTIENavesdIuILNEINAUNINTY
nsvenefvemdniiudazneadounlinateiluiinlmunudy egrelsiniunsiivlaves
= 7 & & X o < a | | < < .
HaNudsiuuiuANSIveINMIangungil lagnudnisudiionuiauuuii (fast freezing)
vYa a = o = A [ ¥ A 13
laduAdeandndnuIugin wazruInvenandvuiadn Tunewsatiunisuyigonuds
wuudn (slow freezing) aglagruaruiiadsavendntoy uananazdauinlng Inunisiia
nanuuddluduleisasyiliwaduazidulendnsuiuesiivgnihansuazdnuinesnaindiu
Y H < = [ v e & A A Ao [ 1
INNTVYIERMIVONUND [32] FINAYDIENIINTUIUTULDT N NINIINTUYUTIaARIBENS

2 o @ v a
FI0LIT LACBRNINNTILLYLLUIAAAILUUUN LLﬁﬂ\‘iﬁLUEUVI 2.8
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{1}

a [ v o2 A A A [y 12 ¥ [ [
E“LJ‘V] 2.8 NAUDIDNTINTITULYILUBDLEDNY a.) BRTINITLYLUILUUYT b.) BRTINTLYLUILLUU

597157 [33]
2.6.1 Juneuvoin1sannanidutiuds (Period of ice crystal formation) [34]

AMSAANANTDIUILTY Ao N1TsaNsasrnTussidevvsdrumdurosuds TneLin
Usngnisel 2 egesalllesiu lawn nmaifiniluadeandn (Nucleation) wagn suiuvuInueg

wan (Crystal Growth)

nssiniiadeanan (Nucleation) fia Us1ngnsaliiluianaveddiunsiudanueeng

o v

I ~ a & s X 4 I ¢ = ~ o
LUUﬁ%LUﬂUQULﬂﬂLﬂUINLaQﬁLaﬂg]sUu "?N"ﬂgLUUQ@QUSﬂﬁWQ%@QNﬁﬂW@lﬂ Lllaﬂ'lqlliaugﬂﬂfl 9

= g

penanszuUlvaaunseieuaneMisendt nmsvinliiudeean (super cooling) &shAs

nsfgaumgivesinaniaslndyaBonudundalifiandn anduaziinistnirliiandn

[

wudadlogumglaniaundgadontds miufeuszgnindneenlulugivaininuiouuns
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29911 (latent heat) ilmiUasuainvesanduraawds lngisuduIzininAasavaInan

wdineu lngdnsnsiiniaadeananaziinnndegumn)lanaiag1953nisn

o '
v a a a a

Tupauseld fia n1siinvuInveIndn (Crystal Growth) #asa1niAntillAasaveq
nEniudssuauinnefagiianisfinruinvemdniiuds Fufaldfguvndlngya
aeuvan Tngluanavesinagindeudduinmeegfuinadeandniudannnifiede
Anduadealml wsgluanavesiluannsiiuresvaiinnadnuasedeudliludns

a9 wazazveadlonsenuiviviivesiluedvandn vilindnvesiudadvunailngu
2.6.2 AETNgItesaaeilosnnmsidsuiUasgumgiiuudunay

Sophie Chassagne-Berces uazaniz (2009) ladnwnisiasunlasituinlassadng
iode uavesdusznauntiuadueaousyiasnnisurudaisnsinisurudfiunnsnaiu
Toelunsneassld@nuwsnsIn1swanda 3 seau fa -20 °C (0.9 °C/min), -80 °C (8.1 °C/min)
LA -196 °C (310 °C/min) ndantuinnisiisuiiiouiuie deueldanourinisududsi

= a ° = { [~ [ [ ' & A a
HPEUNaU 21 °C GZNNa‘iﬂﬂﬂ’]'ﬁVl@ﬁ@ﬂW‘U’ﬂﬂ’]iLLsﬁLLsUﬂ@']El@miqLLGULLGNaEJ’Nﬁ'J@LT]V]@im/i{]ll

9

o =

-80 °C (8.1 °C/min) waw -196 °C (310 °C/min) WnluttoldanouiUatinn1svenedafiile
1 % @ [ 14 Y 3 .;’ ] 1% 1 A | @ Ao
nareiduniuds vinlindagadveseuiadensaninliod TuvaeNinisududaidnsinig
wudetfinamadl -20 °C (0.9 °C/min) Wiluniagadiindadeavomdniiuduaziiieanin
dnsn1sudndanuudn sinlvndniiudaianissauimnatedundniiudevuinlug Fen1s
venemvesiudiagiiniunisluwaduazdosinesseninugad vnlindavaaiianisuan
v & X A X Ay v a ] | a X A A4 A @ s °
gon Metiulleianeuilaiilaveiiverivvualngiintuluiobeilonuiagadigninany
Ingnailannnisnaasududanedilaiidnsinsududasiieg iy wandugun 2.9 wazauin

= %:’ & o 1 ® a ° = a (- PR 1 =
YRINANUIUTINWYUTIgaunQE -20 °C Tvwraadevindu 10-30 um Fadlvunaluynitugn
Wudailondudsiigaumgll -80 °C uag -196 °C lnandnu1udefilafiauin 3 um uag 2 um

AUANU [35]
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gﬂﬁ 2.9 nmdelalasalnn (Macroscopic) BunAwasaEs 55X7.25 mm vesiieibo
wussfsueUdanousazndududs a) ueuidaan b) wouilafiazansud viusuded
gaumngil -20 °C c) wauaftazansuda Mé’msdl,vﬁaﬁqmmﬁ 80 °C d.) ueuilafiazaioud
waaugudsluanslulasiauman [35]

[y

Rajalaxmi Dash wazany (2012) lnAnw1dadeniinadenistuguusulnuainugn

v
ad <

uﬂuwag‘[aaﬁwamﬁ’uwaﬁ%ﬁaLLaaﬂaaaé (PVA) sei50ugUwuuutuds (Freezing casting)
ﬁﬂamé’ugagapmﬂ Tnetadeiidnufonisududansuay fsnsinisududaunnsnaiu
3 586U Ao 4.5 °C/min, 13 °C/min wazuansadtuanslulasiaumad V§I9NNTULINENS
nawliuiasneSvuianuudenuds (Freeze drying) annmsnaaeenuinwiulnudildannns
ududafisnsnsutudsunnsirsty suavesgnguitldaziiaunnafude Fansugudcae
mMsfuansnanadluaslulasioumanewuts ilrusiulruildisngunszaemadiane
uazsnguazton YuIavesgnueglurae 10-20 pm luvaefisnsinisusuds 13 °¢/min
wiulaAldddnvasgnguiudufiadiane dusnsnisududs 4.5 °C/min nguuusiu
Tlufvunlsladiane Wewnmsusesvesdniudiiunnmafiluusazdmouulng
nazgnguilativuinlug dvuinuszunas 100 um (36] wiuliuildainnisusudsisnsins

uudawmnsinaiuuandlugui 2.10
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= Y 1@ A | v A ' !
JUN 2.10 HavaednsINudndaiuaneieiu Nlkadognguveusuliy a.) urluans

Tulasiaumwial b)) 13 °C/min wag c.) 4.5 °C/min [36]

2.7 nmsualuaniisidudeen (Cryocrushing)

'
o

Tnstedeanslulasiaumainioamgiiinaue (<150°0) lnstigaglaauyluans

Tulasiauman Welmdulaifnnisudssnasvinnisualmdulounneaniduszaululasiuns

=

MEOUUUATAIELATOIBAAUALGS 300-500 bar wiainsesluridsguiialildndnsusidu

a v ::4'6[’ Yaa

lulasiaglaaniourluivaglaa [37] lneauidenldisnisualuaniizifudegan

[y

(Cryocrushing) sinl¥sinfuisuameanudugisonsesumdgududnniadenniai

wauls gy lrldngsnulunisuasmisainudugavseinsesumasgeanas uaznuing

NUITeIwuleeNviinsunnie3sl Snvssuidediulngineasuuresinidungy

q

WeiU (18NET91999 38-42) WARILUAITIN 2.2

M31991 2.2 Tefinnassualuanzdudaenn (Cryocrushing)

Source Diameter Length % Crystallinity LONE1591989

(nm) (nm)
soybean 50-100  micrometer 48.4 [38]
Wheat 10-80 L/D: 15-40 77.8 [39]

straw

soy hull 20-120 L/D: 15-40 69.6 [39]




Source Diameter Length % Crystallinity LONE1591984
(nm) (nm)
Bleached <1 pm L/D: 15-55 - [40]
spruce (89 %)
pulp
hemp 5-60 micrometer - [41]
fibers, kraft
pulp
kenaf bast 10-90 micrometer [42]

fibers
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ASandusuivY

3.1 ensndiuazaunsal

3.1.1 fngAuuazansiadilinaas
1. LalaLsUaQIaaﬂ’J’liJU%ij%‘q\i (Dissolving cellulose)
2. lulpsiauwman (liquid nitrogen, -160° O): U3 Aadansifinge s
3. nIAanI3n (H,S0,) 98%: USEN QREC®
4. ¥ndu (Distillated water)

3.1.2 gunsal
1. ﬂé’amamiﬂﬁ Optical Microscope (OM): 31 OLYMPUS CH30

2. ndpsganssAudidansaurlindosiiu Transmission Electron Microscope
(TEM): 3u JEM-2010

3. ndesganssAudidnnsousiingainsia Scanning Electron Microscope

(SEM): 3 JSM-6400

4. wdesduies (Centrifuge)

4

Lﬂ‘%'EN Ultrasonicator: i;u Ultrasonik 208H

o

\SeungaEvLn (Food processor)

7. agunIesauvuIn 0.350 lulasiwns

8. 98y (hot air oven)

9. 3psmuaswuUlinudeu (Hot plate stirrer)
10. w3pssimiinnedon ¢ fums

11. nszanvanga

12. AneATu
Yy
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3.2 YUABUNITNAABY

aqa o a av A gj 14 1
WBnsaiunsided 3 Tuneu laun

£ v

1. NswissunsdawaglaanuuIavsgemeIsmunlagldansiulasaumag

Y

£ v

2. msanananuilugaglaaanniawaglaganuusansaaneislelasladaniensa

Y

3. MsaangfvemAngagladaInMsUdsuLUaRugTog1aduNaY

£ v

3.2.1 MawssNnTaglagnuuiansgameisnisualagldanslulasiauman

Y

1.) MunuwaglaauIans (Dissolving cellulose) 1UAMIBLATBIUAL DLUUIA
LAYARTUINAIAZLNTIVUIA 0.350 Hadiuns anturdulenlaluifiuluy

Ayuzlaivedasiuanuiuwasnsianszang

2) ddulenuanarludunauin 1) unwdslvarslulasaumarlidule

a 2 o & ~ ° i 44' P &
L%a@IﬁﬁLﬂ@ﬂqiLLsﬂﬂﬁnL‘Uulﬂ'ﬁ’] 10 U BAZVINNNTUAYDYLNDARVUINDNATFY

Areg1evesnagaglaantiaainmsuaiuuldugansiulasiaumad wazdiae19ms
waglaanuakuuwdanshulasiaumalszgnihluisuiisuruineuninnieAsed Particle

size analyzer L#193LAT1¥9N1TNTLANYAIVDIVUINBUAIA LALTLATIENVUIALALFUTIN

uwanansfiuvenduloaglaanlalaglindesganssa (Optical microscope)

£ v

3.2.2 mawsgunanulugaglaaannideaglaaauuigrsawiyislelasladamensa

Y

Lﬁmmﬂﬁ{]a%’w‘%aé’aLLUWﬁW@EJNIUﬂﬁL@%EJ@Jmﬁﬂuﬂuma@ﬂaa Fausdeainig
mmaauﬁamamwﬁmmsaaﬂ,umiaﬁmmﬁﬂuﬂumaa‘[aa Tunszuiunislalasladanionse
ginsandiwdslunisnaaes laud Anududuresansazatensndailasn aaumgilunisi
U5 nanlunislelnslada Swudsvand duadomadsuulanuavendulowagloa
LaranyMEIUIe TngliArAududuresansazanonsadainsniildd 3 sedu Ao 55, 60
way 65 Wesidudlagimin aaunniilalasladall 3 sedvu fie 45, 55 uay 65 BaALTALTYA

waziiantunislelasladail 4 sedv egludae 15-120 Wil lnensmeaedlisnseeil
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1) duduleiwaglaanniunisualagnisidarsiulasiaumaidiuiu 1 ndy

a

Hauiu a1sazatensataiiinuIuing 25 Taddns ANty g

a

wazlIa1i199 AU (WUsAIANTNduYesEnTara1enIadaTiiTn aungll

Y

wazlIan auinanluiide 3.2.2) uaglduvausiiudn (magnetic bar) 9ae

Tunmstuniu wagyinsusugamgiinnenses hot plate

2) Weasuiimuaiardindadunalauidudinauliuiuuiniienyn
UATe1 wazinstuiesieiaiosdumdssdl 10,000 souseuit Wu

1387 20 W19 NEIINTUIINISIUNTADDN

3) Wuunauadluiietdnanansa wazvinn1stulgenutunaui 2.) 4190

5 50U Wislrnanduainladen pH Wunai

4.) undnwaglaanladiuiinaullausuins 50 Taddns wavsiinis
sonicate TutASeultrasonic Useanad 20 Wit (M1nsarvangaumnilv

a a H <@ A 5
Al TaelAndudal A3 sonicator)

nasntuiansusnlaannislalasladamsnsafaniizaeg luimsgiun

wargUs1veIHAniaginlamewnIed SEM way TEM

3.2.3 myaangiivesranigaglaaannsilisuulasgumgiegsdundy

nmInaasslAnwinaveinishinuiounazutudied wdunduninasdonisanuuin

= s 2 ¢ = = = o | g v = v
vowdnwaglaa wazwedidudanuluninvewdnwaglaa degreiildnaasunisulaan
nslelasladanavaglaa NAUdutunsadaiazn 60 %wt. gauuaiily 40 esrwaldya

Y

Talasladaidurian 60 Wil ARIUNITEINIABENKAL Pr8n1sTULYIEINTIUIUTEU 10,000
59U LA 20 U7 911U 5 A9 aaantuiutinaulilaUsuins 50 Tadans taeawds
PAnw fie gaungiisuduvesasavatenowinsuudanglulnsaumal uay IuIuTeu

Tunislvarnusoutaziyuds 1agn1SNAaITTaNNARINANIIZLANANTY 2 WUU AD 1))

'
P

Waruseuarsazategungil 40 eeANwalTea AN TULYAITALAEAIYETT
Lulpsiumaiaumgiifinay 160 ssmngadua way 2.) ianuiouansazatefigamgil 100
aawaLlua viasntukdasazatgssansiulasuvaiouunifinay 160 ssrwaidea

1PUN1SNARDINY 2 35 AevinslranuSounazkylaegagundy S1uiu 1, 3, 5 wag 7 58U



3.2.4 NMFIATINRTRYA

W39l NATIEH

Optical Microscope (OM)

sUTNuazaaveduluwagla

Scanning Electron Microscope

(SEM)

sUMsazrwInvasmanlilasiaglaauasuan

wiluaglad

38

Transmission Electron

Microscope (TEM)

sUSNUarIRInYRIRaNUIlLAg Lad

A3 Particle size analyzer

o
=

unRAskAsiuNiIvesitegwaglaaila

AINNITNAAB

X-ray diffraction

anudundnvesdiegandnisaglaalagin

N1INAHDN
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s
a

\WolwaglaaanuuTansa

Y

(Dissolving cellulose)

N

ualpelaly UALUULY
Tulpsiauman Tulasiauman
%
TOUNIUALZLNTI 0.350 mm SOUNIUAZLATS 0.350 mm
ANYIVUIABALYIINITNTEINYA ANYIVUIAWBLYINITNTZANYF
AV v PR
VDIVUIAN L VDIVUIAN L

innslalasladamensagaiasn

ANULNTUNTA 50 %wt. gl 60°C 1A 2 Falug

yinsUuies (Centrifugal) Suansazatensneen

WuEINaulugIwn 6 58U

pH 6-7

71N15 sonication 20 W19

Anwvwendnlulasiwaglaaiila

A aa a d'
LBRNITNITUANENRUISHAUNY

Ul lutunaulalasladameansa

£ v

JUN 3.1 UHUNINTUABUNITNARBINTSINTEURATAR AR UTEVISaInI8TaN1sUAlAeldans

Y

Tulnstauinan
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\WolwaglagAuuIansea

(Dissolving cellulose)

(%
[

UARILITNAUIAUINNIUADUNITNAABDIN 3.1

Anwiniswseundnuluwaglaamenssuiunisialaslada

AENIATANISN

NQL%GQI’@E 1 siadTu1nsnTm 25 ml

fuUsfianm
- ANINTUNIATANISN (55 %wt., 60 %wt., 65 %wt.)
- gaungilalaslada (45°C, 55°C, 65°C)

- yabalaslada (15-120 unl)

vinsUumies (Centrifugal) Suansazatensneen

WUUNAUUULENEN 6 SBU

pH 6-7

$1MA15 sonication 20 W

Anvvunedsiazilasidudainudundn

£y 1 ‘ﬂl a ¥
V09208199383 lA

Anwnanewanzadlunismsey

Hanunluaglaa

% a

JUT 3.2 ununndunauniswisananuilugaglaaaniawaglagnuuIanseaaniels

Y

lalnsladanensa
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Y
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s
a

\WolwaglaaanuuTansge

Y

(Dissolving cellulose)

v

UALAYIOUNIURELATI 0.350 mm

yinnnslalasladamensadanisn

ANULNTUNTA 60 %wt. gunil 40°C a1 1 Falus

vinsUuies (Centrifugal) Suansazatensnoon

WuINaulueswn 6 58U

pH 6-7

AnwinisaanemainmsildsuiUasgungiegrsdunauy

ALl sNANE

a a v 1 [ Y 1 - Y]
- AAUNANUEILINAUNDULLYLLUS (G]’JEJEJ’NSL‘L!‘H’]H@‘L! 50 ml)

9 Y

[J

- sruusauluns Ianudeu/uauds 1, 3, 5 wag 7 58U
J J

AUl 40°C 1Ia1 15 Wil AugauMnil 100°C 1Ia1 15 Wil
wilulRsLauMal a1 15 Wi wrlulmnsiauman a1 15 Wi

| |
v

= a s & I3 = Y oA = v
ﬁﬂi‘_‘}qs{lu’lﬂLQaﬁlLLagLUE]?L‘UUG’]W’N&ILﬂumaﬂ%aﬂ@’l'ﬂ@ﬂfl\‘i‘ﬂL@ﬁﬁ]lﬂ:@

Ausau Iausau/uwunde 1,3 5 wag 7 59U

3.3 ununmdunauAnvinisaanedivemanwaglaaanmsiudsuiuatgungiedns

AUNAY
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NAN1SILATN159AUSIONA

4.1 mMamsennsaglaganuIgnsgeiledsnisualagldanslulasiauman

a

Tunwideliwaglaannuuiqsge (Dissolving cellulose) Tthunldiluwaglaaniny

9

' v
a a a = £ %

U3gvisaiindntuandugaausia Tanvasiluwiuden Saliilesiduduosagladasd

q
1%

<

98 %laguuntn wazdanvasidudniudunanivindu 70 wWeasidus weoaztunldlunis
wisundnulugaglaamenszuiunsialasladamense azdewinisualifidnvaslu
paduledu iatiuiunilunisitufisenlutuneulalasladanionsn danisundule
v & oy ~ v A a O 1 a
waglaalvilunsuuiadniilaenn wewinmsuameinsssuakuuluiany dulowaglaad
' v o v & v = | v £ a v o
HIUNSUAKED An1ssaudndunguieumiloudeyu wavassdunigluniesun Aeuly
Tupaunsuaduleaglaa Jeddlulasaumaiudidulowaglaasenitanmsuaiielinisun
MlaATu Faguneunisnaaesinde 4.1 vnsfnwvuinvemsgaglaaniaannisudidule
waglaaluanslulasiauvaseniinisun Wisuieuivrwnveswagaglaanlaainnisun

wuulaingaslulasiaumal NNTIATIZRVUIAREY LaZYUIANUARITUNILIRALVBINS

maqiaaﬁumiﬁ IneldlAT09lATIZY Laser particle size analyzer
4.1.1 HAYBINTATUUNILIAGLAAAILNITUATIANIY

HaN13NaaaIkantlun13199 4.1 nudnsgaglaailaainnisuawuunsluans
Lulpsiaumar dvwamdewiu 87.51 um luraeinagaglaantnainnisuawuulidugans
Tulpstauwan Juiaaaewinnu 121.11 pm lneanuakuukyasiulastauwaidielunis

aX A val =3 ] s & & A = = @
unaRty Ineraaglaanladvuinannitussann 27 Wesidud WallSeuisuiunagaglaa
Aldanmsvasuulivdanslulasiaumas wagannsAnynunRIdmnzedevergaglad
AlAa1nnIsua nudtiundladevesrssaglaanuaiuuwdarslulasiaumad Wunis
wnnirawaglaanuakuulivdansiulasiaumad lnglidwindu 184.97 m%kg uay 161.13

m?/kg ALEIGU



a3

M15197 4.1 vunadevesnsgaglaaniaannisuakuuldudansiulasauvaniunseaglaa

AN AITUALUUWIET b ULASIAUMAR

Ao aHaglad yuwnde (um) | awefiuiiiaswnzeds (m¥ke)
vakuullwslulasumal | 121.11+0.47 161.13+1.88
UAUUWY Il sLauLan 87.51+0.36 184.97+0.47

n19nseIruAlIvedvUIaNgaglaanlaainnisuadieiy wanely
JUN 4.1 wudmaaglaantiannisuanuuladldansiulasaumes dvwneunialugie >100
um Wiy 30.5 Wesidud Tuvaziinswaglaaiuawuuwdanslulasiauman daviidu 25.2

- v & ' | v aa !

Wasidud wandbiiuitnisuawuuudanshulasaumaitiglinmsuneuniandvuinlngnii
100p m ATy tnefilosidudvasuuinayn1atie >100 um dAteunit wazludiuvestis
NNINTLNLAIVBIVUINBUNIATAINTT 100p M NUTWLFAGLaaNUAKUULTET UlATIIWmAT
a W ¢ & & = o 1 ' ¢ & ecav v a | '
fAwvirdu 74.8 Wesigud Fadid1uinnindesigudnlaanasraglaanuaiuulduyans

Tulpsauwan AAWINTU 69.5 Wasidus
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6.0
uakuullwransiulasiauman
€ a0
z
g
£
$ 204
69.5%
' 30.5%
00 I Illll“l 1 Illll”l T IIIIIH‘ ¥ ||||l”]1 | LR T |ITIII[|
0.01 0.1 1.0 100 100.0 1,000.0 10,0000
Size Classes {(pm)
6.0
UALUULTAS I ULASLIULAA
£ 404
g
g
9 20+
74.8% |
1 25.2%
OG 1 Illll”[ 1 ]llllll] T l]l]l”] 1 l]]ll”} T ‘]lll”l | Illll”l

0.01 0.1 10 100 1000 1,0000 10,000.0

Size Classes (pm)

JUN 4.1 Msnsengivemagaglaaniaannisuauulivdansiulasiaumanuieuieu

fungaglaanliaINNITUALUULYEITLUIASRUMAY AI8LATRaTATIZY Laser particle

size analyzer
4.1.2 wavesnisialaslaamensainnisldnavaglaaitunisuasieiuy

routumeudnunisatandnuluwaglaadeizlelaslodadensn dhnaden
Bansimnzanlunswiounavaglaa lnenawaglaailiainnisuasisiuinlelaslada
sensadaiinnidudu 50 %wt. gamgll 60 ssrwaldya Wunan 2 lus lnelSeuiiioy
yuauargUesineanienls Taglugui 4.2 uansnmanndesqanssmivesndn
lulaswwaglaadildainnislelnsladasnensa Tnenanlulasivaglaaiinienlsninnnsldns
waglaafuauuuliuganslulnsiaumas uandunm n) fdswene 40 wh nuiwdnlales
waglaails finssufudunguiou dauduledslidnuneenaindu iesannsadaiiasnui
lWaaeiwaglaaduedugiululassaiasaglaaldlii msiznawaglaaililelnsladad

yuavguarliifin@nnetunuwuiduiugudnavenduly Tuvaeindnlulaswaglaa



a5

fnIeulFannislinasaglasiivawvuudarslulasioumar uanddunin o) Adswene
40 1vi1 ﬁé’ﬂwmuﬂmwiﬂaguq Fauenoona1Nfued19TaLaN L1H0991NNITUALULLY
lulasinunay dulowaglaaianisd@avianuuwuiduriuaudnatsveadule 103
gerevomantiudiiintunsnisudasiulasaunas deilulelasladasensa vl
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P37 4.2 anaedevewdnlulaswaglaanlaannssuiunisialaslagamensaldansae

sulunsnaanneny
, Hanaglaanlannsielasladamensa
Hawaglaanly , . ,
YUIAREY (Um) | VUANUTRITINZIREY (MmP/kg)
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4.2.1 naveinslalasladananududunsa 55 %wt. N9l wagkIn1sine

Y

= =

mswisundnuluwaglaasenszuiunislalaslada Aanududunsa 55 %wt.
wuIiguugiisindu 45 esrwaldea dedrsimiould Tvuialuraslulaswnsuas
wilung Tneegsiiflvuelutasilasuns Ao ndnlulasiwaglaa danuyntaananlunis
lelasla@aviniu 30, 60, 90 way 120 w19 Imﬂsuumsummﬁﬂimiﬂilﬁuagiaaﬁmmﬂ%aLa?{a
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15197 4.3 Ywinede uavaldesidudanudundnvemdnuluaglaainieulaannis

lalasladaniansnAuidudy 55 %wt. Ndn1Iza19e)

anudiudu | gamgl | vwan | anundaede | mnueneds | wWesidudan
(wt.) (°C) (min) (nm) (nm) Wundn (%)
30 - - 88.36
60 33.66 445.38 88.79
® 90 29.10 373.02 89.67
120 25.26 301.90 89.43
30 30.94 + 1.88 382.53 +8.34 89.60
60 2530 = 2.24 | 360.70 + 18.39 85.69
55 55
90 21.58 + 1.62 306.58 + 9.55 85.01
120 20.30 = 0.56 | 288.16 = 19.07 89.67
30 15.01 + 3.09 160.58 + 3.64 86.41
60 11.83 + 0.70 155.64 + 3.29 90.07
® 90 8.65 + 0.08 129.22 + 2.76 88.69
120 7.09 124.52 73.93




a8

4.2.2 svswavesgamgiuaziamldlunislelaslada Nanudutunsa 55 %wt.

MnnnsAnwmseieundnulueaglaasenszuiunsislasladafonse iaau
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lalasladaastu anuniwemdnuilugaglaalivwnlianaiogesings lneaum)liiuiu
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a 1

4.2.3 navein3lalasladanannudutunsa 60 %wt. NRMQ ka1

Y

nnmsAnvravesmMafinaududunsaililunislslaslada ananududunsa
Fadii3n 55 %owt. uduLdu 60 %wt. wuiriigunnilelaslada 45 ssensaidoa feg
wisulFfnaivelulasuasindesgiina 30, 60 uay 90 Uil FauduanngRdilimngay
TumswSeundnuiluwaglas Tnofinan 30 uas 60 ufl fegiiivuinlilasunsiidnumuy
Huwisiifanuniraadoninfu 10.38 waz 559 lulasuaseudifu wazdaueniade
Wity 65.63 uay 18.99 lalaumsmudiy ienanilélunslelasladadiutudu 90 und
wanlulasiwaglaalifdnvazidunsanay Tneiliduriugudnaraadewiidy 1.17 lileswns
wazfina 120 wift imundnlaleswaglaamiesy Liownidulowaglaagnaaisunniy
naresnaisguuaRvity 55 asmueaiea shlimessiivdeulddvuaulummsioun
Tuyndasalelaslada lnevuavemdnuluwaglad uazAlesidudnnulundnuandly

ANS599 4.4

a = i s & & I3 = = S 1
AT 4.4 YUIALRA[Y LLﬁgﬂqLU@iL%u@]ﬂ’m@JLUUNaﬂﬂ]aﬁmaﬂquUL%a@;aaﬂL@iﬁ]mi@ﬁﬂﬂﬂqi

lolasladamansnaandudu 60 %wt. N@an1zan99

ity | gamgd | vwan | anundaede | mnueneds | wWesidudau
(wt.) Q) (min) (nm) (nm) Juwdn (%)
30 = - 89.90
60 2957 369.09 89.13
a5
90 14.41 216.96 88.15
120 8.14 £ 1.20 195.94 + 4.49 84.34
30 22.64 + 3.60 338.77 £ 4.77 87.01
60 13.40 £ 1.83 | 238.26 + 31.65 89.53
60 55
90 9.08 £ 0.43 189.75 + 4.74 90.17
120 8.40 + 0.82 165.19 + 29.27 88.35
30
60
65 - - <70
90
120
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INANT1AIINT 4.4 annzarsidudunsadaiinin 60 %wt. gamgil 65 sem-
waiea Inswasundasiiiulddniaussninamveans Aedveswdnfasinlduaoudud
ihnagoudlanaildlunsnaasavinfu 30 it uansdaguil 4.6 uasdvosansazansdid
hmaduduegemngy Wenaiflilunsmaaesunutu Tnsfessileuukaidnuasimiiou
nwaedidthmaty iesanmiegesveusaglaatsznaudeiinnanglaa Lield7iuim
mududunsnganazoungfiilige damalidulowaglaaaarsfedissinigy nareidy

nalea faanunsaaansileonuansdiain wade (Levulinic acid) [43] Faduvasnaining

Y Y
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wilngs Ngnldiduansasiulunisvihinn wagdiinaniintuinainnsaaedivesaglad

Y Y

Tondndundransnduans Humins [44] Faduvesudeduinia-nn Aldazateun detud

angll 65 sernwaldua Jskimunzanluniswlsundnuiluwaglad Wewinwaglasagn
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a 1

4.2.5 naveinslalasladananudutunsa 65 %wt. MR ka1

Y

Havoan1stalasladananududunsa 65 %wt. NNl LavLIaRIe WUl
v B | vy N | & = ¢
fegeiwseulalivunegluginniuunsnmun lnsvuawdsvemdnuiluwagladwansly

A ' Y A o~ v ' = a o '

M15°99 4.5 nudanundiaaiediadesnit 10 uiluues kazdainug1iiadeninii 200
wiluns lngwaveanisiinduveanamidlunislalasladadmatosdanisanvuin g
dniluedugululassaingaglaaaaemlaieuazldingis fenududunsa 65 %wt.
denalindnunluwaglaanlafivuieanasliyintn Wenadlduiniu isgdiuiivieey
< = = < Y1 a S a a
Jundnveugaglaa Feaziiuldinnanignisvmaaesliivseansamgelunisanvuinves
waglad WelUSuiiiguiunismaaesiiiaudududindife 55 %wt. wag 60 %wt. an

wazgaunillunisnaasiniy Weldarududunsa 65 %wt. NavIRUNANNNLTY dana

Y
(%

Taaglaadaisiiegeningd wazdvesasavarelduimaduiedn mleuiunanismeaes

a

ANUDHTUNTA 60 %wt. NIRni 65 BIFLTATYE UaRIRIFUN 4.10

Y

15197 4.5 Ywinede wavalndeiidudanudundnvemdnunluaglaainieulaannis

lolasla@amansnaandudu 65 %wt. Ni@an1zmane9)

ALY qmmﬁ L3810 Amnunueds | Anueede | wWesiudainu
<3 =
(wt) ) (min) (hrm) (hm) wWunan (%)
15 8.59 + 0.84 139.88 + 25.87 86.78
30 7.90 + 0.82 128.07 + 18.23 83.11
65 a5
a5 7.16 126.76 37.68

60 6.16 115.90 51.82
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aa

JUN 4.10 @Mdgunlasiuivesmsazanensadailhsniviuisendusaaglaa

a

PEN1IENTMARINIATATITNANUTLTU 65 %wt. Naaunnil 65 BamgaLTea

Y

]
=

4.2.6 Bnswavesmnudndunsadaiiasniildlunislalaslada Noaumall 45 ssmwaidea

)

AINNISANBINAYVBIAMULTUTUNTALATNIT AN T WU LB AN A ULTUTUNTATLY
lalaslada dwwalvvuinvasdiosanleinulluuanadag1a5s 1nenauaInNTuTunTe
sovuiaaunuRisvemanuIlugaglad wandlugui 4.11 lneanududunsaiiiuay
ibndulewaglasaaeimeenainiulanvy dwalindnuilugaglaaweneenainiu vili
ANUNIRINANUlugaglaaiivuInanad WeAUYNTUNIAWINAY 65 %wt. N1StnTey
nanulwgaglagldinaidesas i 15 w1 aunsawieundnuilugaglaalanmue

P~ < A v v W = e v 1 Y oA
LAEIVUIALANNINNAMUDUTULYINAU 55 kag 60 %wt. kaziiloa1NtouInIuanunINedlen

AnAIANL e

TuvuginavainugIvesranuIlugaglaaiiufsuiUasuanslusuin 4.12 Tngns
WILAMULIUTUNTA AHALAVUIAAILEINFaRNaT Tkl UuAveIvUInNanarilouiuaINy

nsvesanuluwaglaa Nenududunsagainniu 65 %wt. wanlelasladainadessenis



57
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LUU Scanning Electron Microscope (SEM) LLazﬂﬁaGﬁ;amiﬁﬁLLUU Transmission Electron
Microscope (TEM) 91nmsainszviuandlusuil 4.14 wuiwdnwaglaaildlunismaassdl
yuineglutaslulanuns wazvuialutasunlung lnondnwaglaafifvuinlulasung fo
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55
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Tums199 21.3 999 P. Fellows (2000) [33]
%M

hX, _ (1,500)(0.02) _ 47 50
k 0.6316

2. MNAITNAIANUIN 3§ (plane wall) 71 Bi = 47.50, & {1 = 1.5381 uaw C; = 1.2726

1. ven Bl =

k 0.6316

= = 1.524x10" 7 m%s
pCp — (991.8)(4,178.6)

3. AINISUNIANUSaU OC =
4. wnuAluaunis 9.1 agle

0—(—160)
40—(—160)

2 -7
— 12726 exp (_ 1.53812(1.524x10 )t)

0.022

At 1Al UNISHYLDS t = 515 AU17 ¥Se 8.6 W19
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a a

1.2.2 nsmwnaiaiunsududesdnioniigaumgl (T) 100 °C Thdundniudigaumal

Y Y

(T, () Wiy 0 °C lagsinnisuyudeagrsdunaunlsarssinaudululasiauman
=

(Too= -160 °C) lngszazn1eaIniiuniiidudadiuaisinanuduiuganainansves

a158an8 (xo) A1 2.0 WwuRuasineUsyunu

Tnefvuals: k =0.6800 W/m°K, P=957.8 kg/m?, C,= 4.2170 kJ/kg°K, h =1,500 W/m?*K
p

20em

1ag A1k p, Cpﬁuaﬂﬁwﬁqmmﬁ 100°C ¥leia1nm1519 A-6 ¥as Bergman et al. (2007) [49]
A1 h wldannarduuseansnisnianudeusias W/m?C) 999 @15%1A1uLEu
(ulnsiauwar) Tusns1adi 21.3 904 P. Fellows (2000) [33]

35911

hX, _ (1,500)(0.02) _ 44,12
k 0.6800

2. NMITNAIANUIN 3 (plane wall) 91 Bi = 44.12, f {1 = 1.5356 uay C, = 1.2725

k 0.6800 _ .
pPCp ~(957.8)(4,217) 1.684x107 " m?s

1. ven Bl =

3. AINSUNIANUSaY OC =
4. wnuAntuaunis 4.1 agla

0—(—160)
100—(—160)

2 -7
— 1.2725 exp (_ 1.53562(1.684x10 )t)

0.022

fatil a1 lUNITUILTS t = 732 AU S 12.2 W1l
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