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# # 5772178023 : MAJOR CHEMICAL TECHNOLOGY

KEYWORDS: MESOPOROUS SILICA, HEXAGONAL, AMINE, HMS,COMPOSITE MATERIALS
SATIT ~ YOUSATIT: ~ PREPARATION OF AMINE MODIFIED  NATURAL
RUBBER/MESOPOROUS SILICA NANOCOMPOSITES. ADVISOR: ASSOC. PROF. DR.
CHAWALIT NGAMCHARUSSRIVICHAI, 102 pp.

In the present work, a series of ordered amine-functionalized mesoporous
silicas (HMS-NH,) and natural rubber/mesoporous silica composites (NR/HMS-NH,) were
synthesized via direct co-condensation and sol-gel method under neutral conditions
using tetraethyl orthosilicate (TEOS) as a silica precursor, and tetrahydrofuran was used
as oreganic solvent to control interaction and sol-gel reaction of silica source and
aminosilanes. Dodecylamine (DDA) was used as a structure-directing agent in the
presence of 3-aminopropyltrimethoxysilane (APS), [amino-ethylamino]
propyltrimethoxysilane  or  [(2aminoethylamino)ethylamino]propyltrimethoxysilane
(AEEA) as amino group precursors. Effects of aging temperature, aging time, type and
concentration of the added aminosilanes on the physicochemical properties of the
resulting materials were investigated by using various characterization techniques. The
results confirmed the synthesis of successful amine-functionalized mesoporous silicas
and natural rubber/mesoporous silica composites with different amine groups. Their
mesostructured framework was retained even after the functionalization at a high APS
loading level (15 mol%) or using AEEA as the aminosilane precursor. The HMS-
NH, materials has an amine concentration of 0.72-2.16 mmol g* , a high surface area
(272-627 m? ¢*) and a large total pore volume (0.48-1.92 cm® ¢'*). Besides, the NR/HMS-
NH, obtained an amine concentration of 0.43-1.84 mmol g, high surface area (115-
492 m? ¢*) and a large total pore (0.14-1.34 cm?® ¢!). In addition, their hydrophobicity

was confirmed by contact angle measurement.

Department: ~ Chemical Technology Student's Signature

Field of Study: Chemical Technology Advisor's Signature
Academic Year: 2016
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72 A e 78

5UM 4.13 awnmdu 2'Si CP/MAS NMR w1 (a) HMS (b) HMS-1N-0.05 () NR/HMS was
() NRZHMS-LIN-0.05 ...ocoveeeeeeeeeeceseeseessiisiiiinseesssssseeeeeessssssssiasssssssssssee s 79

=

sun 4.14 (A) m’wwvl,aiezjmaumi@mﬁu—ma%’uLﬁaluimwuuaz (B) n5INN1SNTERH

v

YUINFNFUVBI HMS NR/HMS e NR/HMS-NHy oo 81

sUl 4.15 nwisne FE-SEM (fndswene 100000 1) 4843 (A) NR/HMS (B) NR/HMS-1N-
0.05 (C) NR/HMS-1N-0.10 waw (D) NR/HMS-1N-0.15 ilelénniznsunilgamadl 40

DAPBATEA LU IR 72 T 8 oo 83

SUTl 4.16 nwisine TEM (F1dsene 200000 111) 184 (A) NR/HMS (B) NR/HMS-1N-0.05
(C) NR/HMS-1N-0.10 wag (D) NR/HMS-1N-0.15 1ileldinnznsusiionmgil 40 o

LTALTEE LUULIAT 72 FATIG oo eeeeee e eeeeeee s seseeees 84

Ul 4.17 nmisnensTayuduiianes (A) HMS (B) HMS-1N-0.15 (C) NR/HMS waz (D)
NRZHMS-IN-0.15 e 85

g‘ﬂﬁ A.1 @una3y FTIR v84 (a) HMS (b) HMS-1N-0.05 (c) HMS-1N-0.10 (d) HMS-IN-
0.15 (e) HMS-2N-0.05 wag (f) HMS-3N-0.05 Viﬂnzmiﬁmﬁqmmﬁ 40 DI LTALTY

IR 28 T2 0 oo 101

SUT A.2 auna$u FTIR 993 (a) HMS (b) NR/HMS-1N-0.05 () HMS-1N-0.10 (d) HMS-
1N-0.15 (e) HMS-2N-0.05 Wag (f) HMS-3N-0.05 finmgnsusdigaimnil 40 e

AT LIULIAY 72 T80 e 101
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uni

1.1 anuduauazdrdgvasiym

= v aa .. < [ av Yo [ 1 %
flwna¥adani (mesoporous silica) luTanilasuaiuaulalusgraniieuing

A Y o | ad da o a
Wengnsunglulassadiefivuinlugie 2-50 wilung TRunRITwzkasUsnInsves
a a ¥V U dy a Y a U aa

snuge dafiesamnieaiuseu uazaiunsadauusiiuiivesgnsuladine Slawedaddn,
ansainludssendlununvainyaie Wy fgadu (adsorbent) fseufisen (catalyst)
o o | . [ % 1% wa = U aa é’ [
filndsen (drug carrier) WWudu [1-4] lassasnawazautinisnenmussdlsnosaganiauiu
ANMEA1TFUATIZH LALA @NINATA-LUE (pH) FEAY99a1TAIAULAYEITAIRUALATIASN

(structure-directing agent) #nd1uv8d03AUTENOU aaunll uazlaal 35l9a-139a

a =

(sol-gel method) 1WuAsndnildlunisimseuilenesadani Feusznaumensyuiunsi

[

dfyie maAaluigad (micelle) vosanstmuslassadns uazufAzenlea-1wavesdanis
au ssadsznaunanlunisduasizililanesadaniusynounae 4 dau [5] Lawn
1) @nshedu/unds@ani (silica precursor/source) LU ansziafiansls®aing (tetraethyl
orthosilicate, TEOS) s 2) ansinualassadne faduansanussfefinlszunneng wu
FRalasiwianenludouluslug (cetyltrimethylammoniumbromine) leifaulandadalul
\un (sodium dodecyl sulfonate) Wudu 3) nsanseiva 1wy nsalalasaassn (HCL)
Tndeulansonlad (NaOH) Wudu Favhminidusisefasenlulelasiada (hydrolysis)
LAYMIAIULLL (condensation) Yasdan1Red way 4) favazans
nswseuilanedadanisuannisazatsansinualassadislusivinaraiefifdnds
iduiviazaneiifeldinniian laslumanavesinsfndunsiien (interaction) dousay
Tuanaanstuslassadinelfifnnsiadoaduluged ndufvasdeiudandau
Tnssasnmdndssinujiselelnsladatuinduledlndaing (silicate oligomers) lagladln
wesdannanindunsisenfuasivualasiadrsisndonduluaduda aniuiens

U52nausiiies (self-assembly) natetlulasstigriunisiinufisenisaivniuves



= a

Tedlnwasdainnawinduilanesaddndelidnwusaaisa (gel) nsiiunsanseiualu
szuuteLsesnsnsintalasladauaznismivnuuresdani e ueailalusuusis (dry)
LagLHN (calcine) Moumnfigevdeadnieaisazats ansimunlasaaine a1sduniddug
suslessutinuazaviilsiiafiosvanie Jafngnsululasiainewesdang (6-8] Kuans
Tuguil 1.1

Hexagonal
Array

Surfactant Micelle Micellar Rod / / ¢

Silicate

JUR 1.1 nalnnsiiedilawesaddnivia MCM-41 : 1dun1e O Bududionsiiandnivan
(liquid crystal) wagtdumnis @ wunaln cooperative templating mechanism [6]

wenaylnueaiilanesadann (hexagonal mesoporous silica, HMS) tHuillanesa

[

Fan1in1sdaTedlasaadiegngukuuleneslnuealarJUS1INIUARI8IVUBY

9

(wormhole-like pores) Badatasun1sunsntelugniy wfa@dn1ve HMS Aaud1anun

= a

a o a Yy o a . . Aa |
Jafliafiosn1mvnennufeugs mawsen HMS agldieduugund (primary amines) flanels

Talasmsuausniduarsiirualasiadislunniensdunsieinidunans (neutral condition)

o

lnsluanatefudgugissswdululueaduaziindunsiserdulalasladdanruiusy

(%
K'Y

lalasiau (hydrogen bonding) AIuIs@1LN5aATAANTATRUALATIES 19878 NSaRRRY

LOVUDA @15araNsnIAlLLl LavaTaza1unIAlulenIUea [9-11]

'
a a0 o

HlanesaganiiiiunisanuysiiuilsenyiediulasunisAnwisgreeiiiasly

NUAUNISLIIURATEN (catalysis) [12-14] Asadu (adsorption) [15-17] wagn1sindeen

(drug delivery) [18-20] dnwauzvasilanasaganinanulsmeieiunanalugui 1.2 Wuis

¥83 HMS gnunAgueiienyleaiuea (silanol group, =Si-OH) 91U3UNIN FIE1UITAYNAN
wUslilinyilanduediulaiglanenisiufiseduaisusenovesiilulaiau (@aminosilanes)
NTAALUTHURIYeY HMS waziilenasaddntatursansevinle 2 gUuuu laun

aaa

1) Msnafialaail (chemical grafting) Inen1siilanesadin idunseilaluinu]isen



aa

FAadu (silylation) Aulnsueamendlaiau (trialkoxysilanes) visamaslsluiau (chlorosilanes)

sty ilerduidesnis uaz 2) M1smIULULTIY (co-condensation) Tasnsuauloiaudiiing

'
=

eduigeemsndeufuunasdanidadufieliinnsdaasziilonedadaniuarnisaauys

e

(%
[

Pulrlutunaulier 91NNISANBINUATENEIULINUIN NSAIUBULIILaLlrilenasadann
AnkUsInsnsyevemyilsidunelusniuvesiilanesadiniegvadnananaza1uisn

AIUANENBENIIFUF IUINGIvesayAInilaneTadaniladiendinisd efndaiadl

a

duillanesadamitiumsdnudsieisnsredndaniiflyadesienisnszanvesyilaidy

melugnsuvesiilanedadaniliainaus nanfevyilindudiulvgfnusnauingngy vinli

(%
LY

it mzanas wazRndunsisenszriailadduiifivunlinanalvgfleglndiu [21]

e

SUT 1.2 SnvuziiuiinvesTanilewosadaniunsiaudsiuiadenyediu

pg14l5AiA Tudlagtudeddadrinlunisdnudsitufinves HVS Fomjiofiuiidvuin
Tngjuarluviinaiigs iesannilinnsinsealaseaiiognguues HMS lansianane
(collapse) uaﬂmﬂﬁ?umﬂ%muaaﬁmﬁaxlu HMS fikunseauUsituiudadedanaliannis
aaduthuarauduldie ildussansameesnisldaudumgaduuagmaisajizen
anaq FefluunAndiazieTen HVS AfauUsienyeduluguuuuasumednfuy1asssuvd
(natural rubber/ mesoporous silica nanocomposites) oanadugauLives HMS 1e

[ [
Y v v a wva a

tiowaa [11] Tegssssuydidunediueliivadnvaddlantmdmaiang daudaveugs

uazflandAnnsmileafioduia snAdedfujsinnnmsdunszsiilawedadanuazaeunedn
Y93819555093/Alanesadaniiinunsdauusiiuiadenyiofiuriaiieg siuisla-1aa
= va IS v o o [ I Y aa
warAnwiautinianieninuaziaivesianndunsigilalagaindndilenefagdaniuay
AONNBANYDIY T TTUNR/AleneSadan1mun1sanuUsiuimeveiiuazausailuly

I~ LY Y] LY} 1 aaa
WuamnagukazaILIIu)nIen



1.2 InQUszasA

'
a0

1. ANwINSHSENT NS ATAN LAY ABUNDEN VDAY ITUTIR/U NDSFRANINNIUANS
AaLUIIURIMevleiuiag1eg lagn1smIuuuusINeIgislea-aa
2. ANWIENUTANIINIAINLALLANVDIT LY NESATAN 1AL ADUNDENVDIL1ITTTU H1R/

NaneTagan MHUNMSARUTIURIA e dY
1.3 Y9ULYAYBINITIVY

dunsgnilanedadanidnuusienyoiiuyiiame loun 3-sxiilulnsiialasumen
Flawau (3-aminopropyltrimethoxysilane, APS) 3-(2-pzilutefiaoziiluwlnsialasiunend
leiau (3-(2-aminoethylamino)propyltrimethoxysilane, AEA) uay 3-[2-(2-azfiluledia
pzfilu)efiaesilullnsialasiunendlaiau (3-[2-(2-aminoethylamino)ethylamino]
propyltrimethoxysilane, AEEA) §4.A51%AaUN0dAU898195550918/Alanasadananlls
mevleiuyiln APS nseauUsituinvesdilanedadaniuasmeunodnldnismuntusansie

35198-198 IATIERAUTANIINIAINLALLAT VDI LGNS ATANILALADUNDANUDILNY

a [y

sy5uvR/AllaneTaddnfiunsanuusiuiisevgieiiulagldimalindiasieiniiee uag

[y [

AnwiravesriinuarUsuaemyioiiudeaudanienieniniaviaivesianndun sl

o/

1.4 Yszlewinaininazlasuainnisived

TailanasatanILasAdUNDFNV981955TUYNR /A NoTATANNKIUNTAALU TNUR?

' 1%

v I a dad da o a H ° ¢
WJ'EJWJJ“LEJQJUV]ZJWU‘VIN'J"\]']LW']%LL@%‘Ui@J']WiEWEUEﬁQ FAANNYBUUIANA LLa%ﬁW@J’ﬁﬂuq‘lﬂﬂigﬁlﬂ@

Jusgadula



1.5 35aLHun15998

1. Anwenanswaraisefiieades

2. Fnwnaeden HMS dauUsiensefusinunmsmuuiusiudeislea-lealungi
Funansdlaeld TEOS 1Wuansiedudan Tawndaefiu (dodecylamine, DDA) Wuans
Avualaseasne way wnselalasinusy (tetrahydrofuran, THF) Wudvinazane o
fluleiau (@minosilane, ANS) #ldlunuddeild 3 4fin 16un APS AEA way AEEA
Tneimuadndiureesdlsznaulunisdansizsidel 0.05 TEOS: 0.02 DDA: 0.003
ANS: 2.94 H,0: 0.74 THF gaungfilunisuy (ageing) windu 40 samwaidea 1Uu
DA 15U wazadnansimuslasadseandieaisararensadaiiasnluenusadia
At 0.05 Tuand flgaumndl 80 esmwaldea 1unan 4 Halus

3. AnwtadelunismseundanasaaudfnianienInwaziadeos HMS aawUsaie

nyjieiuiwieuls lneladenfnuiyusenausie
o wipvasaziluluau lawn APS AFA way AEEA
o Jnsiaulaluavesariluluausa TEOS Tuwig 0.05 89 0.15

e gawmiilunisuu laun aaumgivies 40 uaz 60 sarwalgya

Y

o Lalunisuu lwn 2 24 wag 48 37l

aa

4. Anwimaaseunounedn NR/HMS AaudsaenyioliuniunisniukiusiumeIseus

ylva-walunmzidunans Tngldenuviansa STR-5L Wuenssssumfdsiuuas APS

&

Hulsraudedu Tnefinundadiuvososdussnavlunisdansiehaad
0.05 TEOS: 0.02 DDA: 0.003 APS: 2.94 H,O: 0.74 THF: 0.007 NR QNMQQIUﬂ’]iU‘N
40 sarnwadoa Wunan 1 u wazaimansivuslasiadsosnmutuneulude 2
5. Anwinavesdnsidrulaeluaves APS fa TEOS (0.05 A 0.15) Aiflseautini
NEANLALIATUDIADUNDER NR/HMS é’mLLUié’aangaﬁuﬁLm'%amlﬁ

a

6. WATIENANTANIINIEAINLALLATVDT HMS hazaauwodn NR/HMS AR1un1sanbUS

1%
P

meniiediunduaseils lngldinalindasgiaig o Asil

o aulAtdlassasmamaila X-ray diffraction



L4 é’mgwu%%mﬁml,wﬂﬁﬂ Scanning electron microscopy &g Transmission
electron microscopy

® ahysnINyIANNSaumEmALln Thermogravimetric/differential thermal
analysis

o lassasivemyilendumewaiia Fourier transform infrared spectroscopy

o Jlufiiadumg YUININTY wazUTurnsInsuatgmnaila N, Asorption-
desorption measurement

e JSurusigarsueu balasiau wazlulasiaudleinaiin CHN elemental
analysis

® juszavsFanaunitzlnaila solid-state 2Si MAS nuclear magnetic

resonance spectroscopy

7. AT aguRanIInaes wasldeuinendnus


https://en.wikipedia.org/wiki/Fourier_transform_infrared_spectroscopy

UNil 2
= av da v
wqwguazmu%f\lﬂmnﬂ’mm

]
=

2.1 WUAVAHALAEN B NHAALY

= v aa .. < [ av Yo [ 1 %
flwnasadani (mesoporous silica) uTanilasuaiuaulalusgraniiewing

¥

A Y | ad dAa o a
Lu@ﬂ"ﬂ']ﬂEW?UﬂqEJIUIﬂﬁﬂﬁﬁqﬂiJsUuqﬂiu%'N 2-50 u’]quJGﬁ UNUNHIVUWNIZLAZUTUIRTVDS

sNIuE wazdliafiosnimmnieanuiou Nurigniuveslanesadiniuszneumenyleaiuea

(silanol group, =Si-OH) I1wuN Fsausagnanudslviinileidusiinsiegldielaenis

iU isenduaisusenauleiaun Gilanes) TlanasaddniTeauisairluussandluaud

o v

NaINNAY LU AIRAdU (adsorbent) A1L39UJN381 (catalyst) Aaundsen (drug carier)

Y

Hudy madaudsituinvesdlewe¥addniriiunisniuuiusi (co-condensation) @110
[inUTauaznnInszaefvemyilsidunislugngueiilenssadani ienvzlnuea
filena¥addna (hexagonal mesoporous silica, HMS) 1Juiilenesadaniiiinisdnises
lassasegnsunuuienazlnueaunag UTNInIuAaI8 UL (wormhole-like pores) R
duaSunisunsniglugngu nls@inives HMS Aeudarun Jihlilliadesammnisaiuiou
a9 sy HMS agldiediulgund (primary amines) fiflaneldlalasmsuouernduans
A1UAlATIAS19 (structure-directing agent, SDA) Tunrgidunans (neutral condition)

Ingluanaeiulgugiagsiuiululuead (micelle) uaziindunsiseniulalasladdan,

(%
v =2

Hunuselalasiau (hydrogen bonding) Aetiudsanansamdnansivualassadisladieniey

'
[

aa v v o o = U aa a v A Yo = | oA
FONTEANARNIYAINIALANY lII"UW@ias?jaﬂ"l‘V] @LLU?W’J'U%%L@NuvLﬂiUﬂqiﬂﬂU']@ﬂqﬂmaLu@\ﬂ,u

LY

1Y o ] aaa as o w o & a 1 I a da
QWU@?UﬂWi@]@‘U‘ULLagﬂ'ﬁLi\‘ﬂJQﬂﬁEJ’] UQN‘YJ@IQWﬂ@PLUﬂ'ﬁ@@LL‘U?WUN'JGU@Q HMS WUEJWEJUL@NUV]N

'
a0

yunabngiuazlulsuangs venntunylearueanindelulleneSadaniik 1wn1sanuys

=D

wiwdmidedwmaliiAnnisgaduiinazaiuiulade vlivssaniameesnisidauanas

FelluwrAalunisinSeuneunednveteasssuvffuileneSadainidaulsdlgvyiadu

[y

Wosneesssurmdunediuasnliyaviiwazaiuisaraunadniudani laaieislea-1a

v
v = I =

NUITYTIFNINITFRATILAT U NOTATAN AL ADUNDANYDILNSITUTR/ L I NDS AN

)
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A0 LLU?@'JEJM@JLE]MUSUHWWNG] HUASLYa-19a wazAnwandAnienienintaziaivesiani

q

Fuaszilalnoaninilanesadaniuas Aeuneanveeness suvR/Alanesadanfiunis
al LLUsﬁuaaéffaamgLaﬁuﬁ]zmmaaﬁwiﬂ%’nﬂuﬁ‘sam%’uLLazﬁaLéwﬁﬁ%m

2.2 :;a wsu (Porous materials)

o dcs A

VAANUING umjmaw

9

Tasuauaulafusgrenitsvinailesarnaiuisaunluly

o w

Uszlegdlavainuae iy dagadu dadniivaisdalaanafididey (biomolecules

o 1 1 v @

encapsulation) Aaundwinuen fdnvuinszauluana (molecular sieves) kagfi3ae5u

'
= o

(support) Liesisadiasnmveiusfisen W lnetannquiliivarevindeTannisngu

[ '
A a a o

mwﬁﬂﬁamLvﬁuﬁawuwmmmwm AMINTSIIYVUINUVDIIWIULAY LLasmﬁmﬁmgmuu

Y

)

= A 1 o %

Anuduszidevas FafldrudrAgngieiinnisnssaredivesiunisiududuudisessu

dealviiiulonianisgadusazandanisidendnig (selectivity) seninaluianangnandy

Y Y

[y

uunusiuiuduuiisessulaanitiannlidisngu (nonporous material) Inevialunis

FIUNVUIAVDIFNTUANNNINTFIW IUPAC annsanuseanidu 3 nawlng) (3UA 2.1) Aadl

(%

® SWFuUVLIAAN (micropores) Aaaniifiwingniutiosndt 2 uiluuns

dd

® INFUIUIANA (mesopores) ABTAATHVUIATNIUTENIN 2 89 50 wilu

LGS

[

® snyuvalug (macropores) Aeaniivunngnguannnii 50 uiluwms

Micropores Mesopores Macropores

Ordered

—JL Macroporous

Structures

Porous
/\"'"_J Glasses
A~ =
Gels

MCM-41
A Pillared
AV Layered
Solids
l Zeolites
] I I 1 1 I
0.5 1 5 10 50 100 500

Pore diameter {nm)

‘JU‘VI 2,155 uunUsEnnvestan il NINTUANNINTFIU IUPAC [22]

9



600+ WMCM-41
@ 500 - 'ﬁ,
§ ] MCM-48
-~ Mﬁ g MCM-4
E ] A : e ——
E 300 B ?
T 55"‘7
@ -
E 200 -
= 4
© ]
> 100

0 T T T T T T T T T T T T
0,0 0,2 0,4 0.6 0,8 1,0 1,2

PIP,

U 2.2 lelmiisunaninisgadu-medunfalulasiauves MCM-41 uay MCM-48 [1]

% =

wanNiTanndsnsudsanunsaduunlaeedeandinisgaduresian da3Uinaves

9 Y

[

lela#isu (isotherm) va9n139aguITan1BnmiinaleUuuuiuegiusssumAvesianiil

wiuyiaiue laglelewisuren1sgaduidanienin asuansnuduiusseninenudug oy

' ]
= U o =

(P) vosufauazUSunaveauiangnaaduuuianniisnsunynaunaiilogumngiing

Y Y

'
a

(5U# 2.2)
= a ¥ 10 ' e = o @ a X
dlegaumaiinldlunisgaduiiiwindngningivesans Usuauiangngadulugnguiiuiuniy

[ ! 1 [ 1 PN ! (Y [24 a L A v v 6 Aa
BAINFIUITNINAINUAUYBYVIAUAGADAIUAULNELINAU (Py) 13DANUAUANNNG (P/Py) 3

'
Y

ALY TnguTinun1saaduiiatnse 0 7 P/Py 1A1WIAU 0 unsensdidtetiud (infinity)

v W

dlo P/P, BAindu 1 Jadugafivilviyududa (contact angle) vosufianinruuiulugngu

1%
a0 A a 6

YouigaduiANiIAy 0 BenurgadtuIuitvesdigaduilened1sauysal

[V

fundudaiiaiuinnin 0 asnuiedin1efvinldndanavuiunatsan i nduneauoanad
‘:‘I o Y a g.’l 6V ‘NI 1 =2 o % ‘:{I 1 U 1
muumwmwﬂmﬂmwaaLmawgﬂmmmummﬂw P/P, WiNAU 1 [5] Tnan1suus

Uszinnleleiiisuveansgadununisdiuunuinggiu IUPAC aunsawuseendy 6 Useunm

[

(U1 2.3) fisil

o lolowfisuuuy I iludnvazveadigadundgnguvuinian (microporous

Y 9

v
v v & o [ 0

material) F9NANUAUFURNNSHLoleRsuasTanwas UL BaIANTUUSU

[

o A & Aa aa < 1% o U
ﬂ?i@j@‘é‘Uﬁ]%ﬂQV}Lu@\‘i?mﬂ‘wuﬁ/lN’J“UQQQﬁQV]MEWE‘UQﬂﬂﬂﬂ@‘MQULG}MW’JﬁJW’JQﬂQW‘UU
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15871 N13RATULUUTULAYY (monolayer adsorption) #38N15RATULUULAS
e (Langmuir-type adsorption)
o lolaiisuuuu Il wansdsnisgaduiuunaedy (multilayer adsorption) Neva

NIPATULUUTLAYY Lazaznoliinn1sAIVLUUEBANUAUEUNG P/Py = 1

Y-

o lolmfifuuuy Il uag V uansfanmsifisduvesuiinanisgaduiiiomnududining
fid1ge uanalifiudadunsisenagieseu (weak interaction) senineTaniil
FNTULaTMgNAATU
o lolowisuuuy Vi wandliifufonisgaduuuunans g duiiwenanndudmulutan

MINIUNTNINTELVUIATHTUNAILVUIA (multimodal pore distribution)

o lalofisunuy IV waz V LanIn1siiniedawmeida (hysteresis loop) v@e3NTuY

dd

Yu1Ana1e Usingnisaliiiinainnisauiduvesigaduniglugnyuvesiandadl
Snuwazmileunismuutulunasaualans (capillary condensation) Lloaa7u
AUFLITMSHANINNTIAIUAUFLTTS o IATARNITAAdULUUTUREY U990

NeFaweITaNANNduTusAUFUNTassnuludan

Amount adsorbed ——»

Relative pressure —»

5‘lJ‘VI 2.3 msuunuseinnueslelais NIUAHNUINTZIU IUPAC [22]

[

uInuazlAsIaineIgnuvesianiidnsnadeUsuauaziniiudignandu

woAnssuveINsgaduliianelusnuiidnvazmileunisaiviiuluasaualans Wemiy

o

Auduimsiieunnninanuauduivng a gafiinnisgaduiuuduiien inbiniglugnudy

Y
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[

Lumefignaaduaunseniinganauns WeanauauaInuIUsuIansgaduvMeinnis

o LYV Y Y

AeiiA1genITunaunTaady o NANududuinsAeiuauandlulalafisuiuy IV wag v

o/ LY (Y

WUSAUFUNIINTUYRITaRNEINIUIUIANGN [5] IUPAC

Y Y

(U7 2.3) rioliAneBameitads
SuungUnssgnguEEnvarveBameidaliiiu 4 Ussian U 2.4) Sl
® HI LLamﬁﬁa@ﬁﬁgmu Snwazilunsanszuen (cylindrical pores) #3aiinain
mMssfuvesgngudnuaznsinavegrnlusedeu
® H2 wansdsTanfiinisnszansvnagnguuarsUnseilddesdussidou Fagngull

AnwazmilaununevIn (bottleneck)

[

® H3 uansdagnguiiianwamieusesdunuiend (slit-shaped pores) uonaini
FulAIn1sA1eveIdanesda H3 dellaauaindu Wedanusingnisalaiig

FNUTIULIIA (tensile strength effect)

Aa o a

= ' <
® Hi LLﬁ@QOQEW?UWNﬁﬂUW%L'VillauﬁaﬂmllLUULLU?EI’]’J

Amount Adsarbed —P

Relative pressure ——

=

JUN 2.4 MITUUNANBULVDINTANDITANLNINTZIW IUPAC [22]

'
% a a

Flolad (zeolite) LUuTanignuauinanwaziduiiidindusgiqunsnany

a

Foladluarsusznavergliludding (aluminosilicate) FeUsznoumieddneu oxgliviloy

(%

a [ a v v [ 1 aa a A Aa 1 1 [
wageandlaudnsusminuilulasedng 3 4 LLﬁ%NWUV]N’JQQﬂT} 500 A9 UATHBDANTY

YUIAFNIUUTENI 0.4-0.8 wiluiums [16] n13nszaregnyuegludisuavnazilusudoy
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Floladtenihlulfludgaduiliosnniiautflunisidendinizaiugusavesgniy uay

o

anunsadengaduanizuidlaanaladuvuigiuaiuidesnisaudiinisidendninieee

[ aaa

nandigs wenainiidleladdsausairluldiduiissujisenlunssuiunisid

[

alu

anamnssuUlnsdeunasllngall sgdlsinudedrinuesianuiafifie vuwingnsuidnis
o 2 o 1 1% Y & [ t%

anunsagaduiangarsiuanavaidnwnsid lulugnguls Wunavilvianwanansaly

nsaadukaznisisldisenindulussauinge (5]

2.3 Jauiiadllewaiadan (Mesoporous materials)

[

AL ladnuITeduunneeufnynsdanseiian nlgnguvwining

Juieanteadinnisatglousna (mass transfer limitation) lngdanyialviignAnduuas

[

Waunsiau1ag19ni1svnede Jaguinilanasading 1wy MCM-41 MCM-48 MCM 50 SBA-

e

'
= aa o 1

15 SBA-16 wag HMS Faiiu ’JQ’]L‘W’]%E;Nﬁ\‘i 600-1300 M1519LUATADATY VUM INTUBDY

Y

Tugae 2-17 unlwwns waguTunsgnguluge 0.8-1.2 gnuiaiwuiiunsseniy dalaseasie

£
[y

wagauiAnNIen e nYesiilenesadan1Auiun1IEN1TduAsIER aun d@nwnsa-Lug (pH)
yiavesanshiiunazansivuslasiadne dndauvesesdusznou gamgll LasnAT LANIRY
P31 2.1

nswnspuianilenesadanldislua-1aa Ineldasivunlassadne Wudiiivua

6 o

yuanaglassaiiegngu msdaangisndufewilunneivunzay lasiEuanmsazane
anstwualassairslugvhazaneiiidadaindugharansfitedlduniian Tnslmanaves
1hagiAndumsizen (interaction) donsauluanaanstmuslassaineliinmsdnoady
luwad niuduasdsuiandaiulasemdndnainiiselslnslada (hydrolysis)
futdulealnuesdann (silicate oligomers) Tngledlnuosdainmasiinsunsiseniuans
Sanunalaseadreitdmdoadulueaduds anndusnisdsznousaies (self-assembly)
nanatlulassineriunsiinUfAseanisaauuiy (condensation) vedladlnuesdainanau
Aoduilonedadanidedidnvauzadiena (sel) mafunsaviovaluszuudiossdasinig

Wnlalasladauaznismivnduvesdaniiisiiaanlaluouliie (dry) kagiun (calcine)
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% 1% o

gaumgilgevseannmeaisazaty a1smrualaseEs e a158un3daus sumslessuuiniag
aviliadusazaaeiy Jufngniululassaiiwe@inidawandlugui 2.5 [6-8]

A1519% 2.1 audRnnunguLaglasiassvesdilaneTaganvinsine

Surface area Pore size

Materials ~ Surfactant  Condition Structure Ref
(m?/g) (nm)
MCM-41 CTAB Base 1207 34 2d- [1]
hexagonal
MCM-48 CTAB Base 953 3.6 Cubic [1]
MCM-50 CTAB Base 340 3.5 Stabilized [23]
Lamellar
SBA-15 Pluronic Acid 609 16.7 2d- [2]
P123 hexagonal
SBA-16 Pluronic Acid 755 11.7 Cubic [24]
F127
HMS DDA Neutral 917 2.1 Wormhole-  [11]
like
VA it Rt iy SR o Aol

E—
Palthiway 1
Preorganization

Micelle
- Silicate Calcination

Pathway 2 Packing

Ul 2.5 nalnmsiindllemesadanialn MCM-41 [22]
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2.3.1 daudsznavluniswseniaguiailawaiadand

nsdnasignilonasadanileislaa-taasrudunisunwuulalasimesda

[y

(hydrothermal treatment) [5] Tnefidruusznaudidnday fail

1) #15A9AU/unasdana (Silica precursor/source) Falulassasisuazesrusynau

[ [ o

nanfdfydmsunsduaeiianiilenesadang denldueanandleiay (alkoxysilanes)
WU LRSELNianals@aing (tetramethyl orthosilicate; TMOS) tansziafiaoalsdainm
(tetraethyl orthosilicate; TEOS) tJudu tlesandaduuignsgeuaznisiiin

nslelaslad (hydrolyze) detilaine (8]

]
= 1

2) n3AN38LUd (acid or base) evinntnmiudssufinsenlulalaslada

[
v Y 1

(hydrolysis) Lagn15AIULUY (condensation) ¥838an1AIAU 13U ninlalasaasin (HCL)
laieulonsonlan (NaOH) WWudu [5]

3) Aninazane (solvent) ldudivinazansvesasfidulazansniInunlasIasaga

Heulduwazieniuea Wesnauivinisluluanangs (high polarity) Tuunsnuideld

Y

waselalasiausy (tetrahydrofuran, THF) WWudvinasateifismsssalanesadanin
[ I a [ a 4
anNWULLUUABUNDENNUNDALUBS [8]

4) d@15nuunlaseasne (structure-directing agent) Feaulnaiduduansanusa

| Y

A9E (surfactant) a4 AULTNTULAZAMIEMWLNTaNnTlaT LULaNaUedaNTanKsIRININaM

Wuluwaa wavdaSesdnduninuy (template) d1usulaseadne@any dedualiouaz

al

Tnssaswwesansanusafsifulutadeddglunsimvualassadsgnguesdilanesadan

Fuaszaile [8] lnevhluaisanussmamndamidivdarunsaniseanidu 3 Uszinm lawn

'
a

4.1) d1958A39R9RIUTZUIN (cationic surfactant) {uasanwsIFaf7

D.

wandaluuvglvlosouyszquiniiniu iy ialasiufiawenlulivunaslsa
(cetyltrimethylammonium chloride, CTAC) wazdialasiufiawaslutdonluslua

(cetyltrimethylammonium bromide, CTAB) 3ALAUYDIANTaALTIAINIY LA

=

e audinisazangl1nn gaumgiingAvedluiwad (critical micelle temperature)

9

a9 wazanwnsad lWldswiudiinazaty viesasavanelunsavasivaliednd
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ag19lsAmuTaLEEv0INsITaNsanwsIRIRIUSELANT A H51AuNe waziiaduduy
fivgs Fedndudesdinmsmuauusanazdndiuseni e SRR a1 TanwIIFIR-

Tunmevungay

a A

4.2) d13aaK39R9AIUTZgaU (anionic surfactant) Wua15aAsIRIRI
wandilunaylvlossudsyauiintu wu laweulam@adalilug (sodium dodecyl
sulfonate) hazlathoulalndadatwn (sodium dodecyl sulphate)

agslshnuansanussiaiiUszgavldfoudunldiluarsivunlasadiuiessin

v a

dunsN3uNluudwsIsEnineasantssfeiafuddnt dwlnggniunldsiudiu
d1980L59RRIUTEUINTTUADUY (co-structure directing agent) LoLANA31Y

B swedlasEsegnguLasILIngNTUvetianuuuilane A

'
a =

4.3) mmmweﬁaﬁﬂ%’ﬂizq (nonionic surfactant) WuasanunsIfInag

(%
=1 o

avangluinazliunndilusegiintu arsanussiaRvilailgniiuildediaunsnany
TuszAvgnamnssy Weswnsiagn uiivredwindeursudnei gevaaislios
MINTIINVIR wazgaumniingAvedluwadlidaaunniieiisuivansanitsed wvin

duq Modrasaanssisialunquinlasuaudeudanlddunduuulann vdenle

a

wadkues (block co-polymers) wu walslim #1123 (Pluronic P123) uagioiluugund

Y

Wi lawn@ateiiu (dodecylamine, DDA)



16

2.3.2 nMawasenianilewasadani

[

nszvIUNsAuATEdanilanesadaniusenoume 3 Tunaudsil
o aflluwas (micelle chemistry)
® nsyuIuNITlea-13a (sol-gel process)

®  NITDULN WAEMTITIRMANEY (drying and calcination)

1) wwiluwad

] I [%
aa v 1 o

Suannsinasinualassasennazangluivinaza1eniden Wy Uinse

levuea savaenIaviela Jilasasmestanilewedasrtutuaudutuses
asanussisinlufwihazansuareamgiflflunsdaunsiest (Ul 2.6) Aedudu
slautanavesansanussisinaziinisnszaaiduluanaiien (monomolecules) iile
anududuiviy vinudiuhveslueaddedannveuiasinzfudunguly
ansavanefanans niouiAnsunsfsentuaisaransfifianindadoussfagaszwing
U5£q (electrostatic interaction) dmuasanusafeiafisiuszq viewustlalnsiau

° [ =2 a 2/ ] Y a [ 3 L '
dmivasanusafeialiusey dwalminduluwaduazsiudiiuiiunisdsenay

o ~ o 9 wa o a o & Y ) | = Y v
201N 'ﬂ]um/iu‘ﬂ'lu’ﬂﬂlm'ﬁf\]9]LiEN(ﬂ'JLUUIﬂiQﬁi'N@JISUWEﬁﬁEULLU‘UWNG] YIAINHLVUUVU

' 1
a A

Suduvetansanwsaisianvhliiluanamenianisnesudugusslugadiusendn
AT uIngAvesluieas (critical micelle concentration, CMC) wonani

ANWULN1TINT LIV b ULYARTIRUNUNIEAT IUNTERATIEI LU ANINATA -LUE

QUM UALSITUYIRVRIANITIUALATIEIY [8]
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e

o Ideat
- solution

Temperalture/ °C
Y

g Micellar
Phase

Crysfals in solution

1 1 I 1 1
o] {0 20 30 40 EBo 60 7O 80 90
Mass percentage CTABS (%)

JUN 2.6 UNuAIMLAAIAIINFNRUSTENIN93UT 1V lugadiuAIutuYes CTAB wag
gauniinldlunmsdaunsieqt [25]

2) nszUAUNT5IYa-19a (sol-gel process)

TutunaUvDINTZUIUNSITA-198 SuINaITAIRuRan Budulaseasiandn

v g

FaapiAnufiselelasladatuinduledlnuesdaing lasluanavesddinaaziin
fupsiserfuasimualassaiefidnFondulivadiuussgasenitessuie
fusglalnsiautuegrinvesmarinualasaiiauazarudunsnuavosmsazansi
T dusvinazarsfauanduzud 27 9antuledlnuesdainnaninujateinis
AuktuLazsitunasfulassdisdeusouluwadvesansivualasadiaty
wioufuiAnnisversvuinlassaiisiiunalanisaivuiu Sadufpniand audd
seriwwesudsureanan Tnonszuaunsduanedluduseudenlinsuazivand

wnsgvihmihmdudasaujisenieiiudnsnisiaufisenliastu [5, 8]
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(a) (b) (© (d (e) ® (2
ST Sr' SXT" SM'T SI° NI° S

o
3
O

sUfl 2.7 JUuUUSunsA3eNsEningdan (S) Auansimuslasaaiia (S, N) vliasieg Tnetin

W1 (a-d) Sunssen5enI19Useq (electrostatic interactions) (e, f) Wusglalasiau waz (f)

Wuszlaraus (covalent bond) [22]
3) NTULIY LLaznﬂitwﬁﬁqmwgﬁQﬂ (drying and calcination)

fupousouidunstidaiwiesvharasiegssvistuaauar ladine

msoulenufoulunnziimngan ievilvidhazareieglulasiaiiagnszime
oonly uazdunougaiing Wudunounsunliauouiigumgdasndt 450 asmm
waldea 1una 4-6 $alue Femnudeuainnisiiiidrutiedidaarsiinue
Tassad nwvislesauvinuazauiiliiados dwaliAngnsutuniglulassaiiaves
a9 [8]

2.4 w@ngzlnuoaiilenaiadani (hexagonal mesoporous silica, HMS)

a [

= o a & o v aa  a = 1%
wangglnueaileneiadin WulllvweTaddn1nin1sdnselassadiagniuwuy
enwrlnuealazJUsgnuUAd1eITue fawanslugun 2.9 deduasunisunsnaielugnguy
HI9BEN1U99 HMS Aaud1eavrun Fsiiadesainmieadiuieuads n1sinseu HVS 9l

efiulgugiindaneldlalasasvensruluasimunlassadslunesidunans lneluana

a [y

= [ [ a o aa LY saa ' U v O
iulgugiazuiuduluwaduaziindunsisedulalasladdanmiiwiuselalasiou dulu

Y

F9@1UITANITRANTAINUALASIAS 1998351 5anN A lAR1835N1sANAR8LENIUDA

a1savanenIatull wavansaratensalueniuea [9-11] HMS anunsatnuyseyndidusi

¥ v
=

seafudmumaweseudasajisen [26] uenanilnuiagnguves HMS duunaqulieny

loaueadsanunsodnwUsiuiagnuves HMS menyilrdudunidliig Wunaliaudfinig



19

wfkaznenien nvesianUasunladly Fsaunsatanussgnddussefise [27-29]

waziandy [30-32]

25 nm

{gﬂﬁ 2.8 JUSNINTUANIYIUUBUYBY HMS [26]

a

2.5 arsmrualaseainviiaeiiulguad

U

Inwndateiu (Dodecylamine, DDA) 1luasusznaudunidniinnainuylandaid

wnuilalasiaululuanaveweuluiy Fedlvafleidu fie nyjesdlu (—NH,) Feaunsadey

1 i
a o

ansalvialy fie CyoH N Tag DDA anansaazanglaluinuagivinavaneniley ansazaieves
~ Y a wa & ~ Aa & ! A 2 oo Yy a
ilvluthilandfidua Wesnlulnsiauldidnaseuglannei@sulusnauainilaiin

Wunearaueuluiieulessu (alkyl ammonium ion) [RNH,I* waglensenlanleasu (OH)

(%
o

wonanimelulassadswes DDA Fesznaudeduiivourh (hydrophilic part) wazldeey
i (hydrophobic part) dlevinazansluansazaneifdn wu dvdeenuea dawsh (head
eroup) Mipduiieutvedluadeziinsunsnsened 1soufivarsaraeiian naany
fiusylelnsiau [9] dewaliinesufususisveslumadiiiunsuseneudiessauandlugud
2.10 Fsannsaumenguidusunssnan nanasd viensenszuen Jutuanuidudurosans

AMUUALATIAS 19T 0ANTANLTIAIR IUAIYINazaNY WaLRUUATN T IUNISAILATIZA

9 Y
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Hydrophobic Hydrophilic

[ A \ I_L\ Self-assembly
H,C >
NH, H:0 or Ethanol

10

2.6 N15EWATIZIE HMS

(%
o

Suann1511 DDA Faduasivunlassasianasangludsiazatendy wy nse

4
a o 1

] Y

LONIUDA 9INUUAIUNT (head group) NIBAIUNYBUUIVEY DDA AzLARSUATATEITU

Y

arsazateNianininriuiuselalasiau dwalvnamiduluwadidnwausiuueneslinusa

KuN1sUsENaURIEY Antiuiy TEOS Milluansaaiudanidasgnlalasladieuinateily

§a

Toalnwasaaing lnslodlnuasdannaziindunsiseifuatsnrualasiasandmssudy

Tuwadudinuiusylalasiau nntulnuasdanmaziinnismuituiudund@inidsusau

= = v =

Tuwadvae DDA atduillanasadanidailanuwuzaaieiaa Waunaanlaluauis walsin

(% & o (%

N33 DDA Arewmfgaunilas useanneanaigleniuealagn1svinsnand dmsu HMS

ng aa v YV g.J; [l % IS wva aa ! PN a =
uu@ﬁﬂ'ﬁﬁﬂ@@'ﬁ‘EJLEJVI’]‘L!EJ@UU"\]%E‘NIM HMS NﬁMUGWlﬂﬂ']']ﬂ']iLN'WIQﬂJMQSJEﬂQ LUBNYINATTENN

a |

Ngaunglazdamalilaseadreves HMS iansiamansluusdainliaudussidevves

U

TAssasnadimnanas [9]

. calcination
+ * o ]
5B, © or extraction
: ‘ X with ethanol
(RGrgni: Organic-lnorganic
hexagonal precursor g i g

Mesophase

gﬂﬁ 2.10 uxunInnalnn1siin HMS [25]
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2.7 N15AAUSNURIVa U TN HTANT

1% 1%

uilamefadanfiiuiiguaziuiignunaqulumenylvaueadeaunsodauusmy
laiFuuuituingnguvesillaneatanlvifautfimnyausonisldou usnaninisdauys
fufinvesilewetatandeny fleriduduniddmaliandinisnisnimuazmaaivosian

Wasuly Tnsmsiiamyiladduduvidanansovils 2 38 Téun
(1) 35n99eu (indirect method) #30n1568RAALTILAL (chemical grafting)

'
a o

(3U7 2.11) Wumsihflenwesadannduaszilaluviujisenddatdu (silylation)

nulnsweanandlalau (trialkoxysilanes) nsamaalslaiau (chlorosilanes) M

Handung

e

29N15hUNIEINANG (reflux conditions) UBIAIVINALA18DUNTY LU

JUN 2.11 Msdaudsiuiavesulanesadanimenisienigani [21]
(2) 3319939 (direct method) sen15AIVLLLSIY (U7 2.12) 1Tunisway

Aa % Ay Y Y] S v aa Y] & = ~ Y a
I%Laumﬂﬁg‘mﬂﬂsﬁuvm@Qﬂ"liW?@llﬂ‘Uﬁ’ﬁ@]\ﬁﬂusﬂaﬂrﬁﬂaﬂiu%u@]@‘ULﬂﬂjLW@IWLﬂ@ﬂqi

Fuas1eAilanaTadan1uarn1seAwUSNURINS oY

R oR Q.
| | s
5i i surfactant
7N | ™
RC op OR' RO g OR catalyst, H,O

surfactant remowval

¥
A a

UM 2.12 nsdaudsiuRavesilleneFaginmenisatuiyusiu [21]
NMSIUSEUTgUUITe N LI NSy ilaidudunidatenisdenn
Faedaglifilanefaddnidnudsniilassasraduszifevninnd wagaiunsausudiuamy

Handuuuiuiilading uiligpresfenisnszarevemyilendunielugnuveiilenesagan
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'
o [

ldaniaue nanfenyileidudiulnggninusnalingngy ilvuiiidunizandias wag
ndunsisersenirmyilaiduniivunluanalvgneglnaiu [21]
2.8 MfauUsuiitvesillanasadaninienyiaiiy

o I

n1saauUsiuialonesaganidigvyiedu (3UN 2.13) fsaslasunisfinuwiagig

Y

a 6al a

Aaviias inszillaneFanilsidusmevyieludunidiivssaniamaddunisiludssgnalunuy

AuN1IRAduasBunsdTEmeiy asueulaeenled elanewin nisihdwiug waznis
139UA%eN [12-20, 33-36] og1alsnA 1uﬂwﬁ’u€fﬂﬁ%ﬁﬁ®1umsﬁ@LLUiﬁuﬁwaﬁ HMS f2e
myofiuifonalnajuasUmaiigs madauUsiuftdmalianudussdovvodassais
warauUAnunsuanas danandlunisnsi 2.2 iesannisifafuselalasiauszning

wfiefiufiunyleauea Tangeduenaneliindunsisenudausaiumgleaueanielugnguy

Fedanalrlasaiavesgnuinn1sy s,

5UN 2.13 dnwagiurivesdanilonesadan1snanulseievyieiy
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M1319 2.2 audinnuniuazlasiainaves HVS Adauusiuiamenyileidudunidvila

#1139 [36]
Surface area di00
Material Loading (mmol/g) 20 (°)
(m%/g) (nm)
HMS 687-712 0 2.1 5.1
HMS-AP 62-65 1.8 - -
HMS-AEA 120-220 1.6 - -
HMS-AEEA 245-314 1.1 - -
OCHg OCH;  H HaCO, §
HaGO- S\J\/NHE H3CO—SIi—/\/N\/\NH2 . Si /\/\H/\/N\/\NHE'
OCHs OCHs 30 OCH;,
AP AEA AEEA

2.9 9195554U7% (natural rubber)
2.9.1 ANUNNIYVBIUIYIY

11919 (latex) W191NATBIAEAL B8 vauural (liquid) nievsslua (fluid)

a

Tuvnendafinsldarunuedniuveunaivievesinafifidnvasadrotu (milky)

lngianizvesinaniidiuusznoureun Tusseziia 10 U neurnissudl 19 dnngnueans

14
IS )

Taunnevesingrindutanie efwiiidnuaradetinu 891 AeuNnaeAnITTe
a H o & o A Yo o H Y a ¢
719 mquLiJumm‘Iszumiﬂiuqmammiusmmmmnmaqmmqmqmmmmmam
a ¢ p— a s a Aa ¥ &
wedwesuazwmaluladduaisnediuesiianisnszaneduuuneaasssiufinasfisdyndy
A1UUsZNOU MITULNE195TIUBRNLAANNAULIINITY Hevea brasiliensis 30 Tuanswodiues
ﬁuaqaumﬂmqﬁﬁﬁmﬁfﬂimLaqaqqmzm&Jﬁaagﬂuﬁaﬂmqﬂw g1953susAduneduasuie
wisidauiiaunatsusenis Wy dausidenan fnudangu (elastic) g danuwmiyn

(toughness) Sinmfumusienstag (abrasion resistance) g4 wazanusadadniuiandu

wu lavghazdmalan 9aruisatldlgaunidanssulavainrateunady [37]
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2.9.2 dauUsenauvadungnedn

UP199NAUBNINI TV Ssanaziidvnaniedasy aiuisalualaieslnedass
fanuniiauseunad 12-15 wuinesd (centipoises) AMUMMILLLUTENNA 0.975-0.980 NSu
AognuIANIUAATHAY @NINNSALUE (pH) 6.5-7.0 3US19veteunInenudugunaunse
JUgNuns vun 0.05-5 lulaswns lnedndiuvesdinysenauvesdiensantanslilunisned
2.3 tganduasuyivaseveiaunine1sluresamaliisania #5u (serum) ouninens
1Y 1 I a s Aad a1 aal = PR $%
sananiluansnedweslslasasusunienaaii 1,4-neddlalyniu Nillasaidluana
WUUFd (cis-1,4-polyisoprene) Usznoumesausiiasvadlelaniu (isoprene) Feia1suau 5

azpauiulalasiau 8 ezmou saduduuunduansldluanae [37)

H-C CH
SN —[—CH2\ CHy 1,
C—C C=C
4 \ H C/ \H
H2C H 3
isoprene cis-1,4-polyisoprene

UM 2.14 gnslassadravasielaniuuaznadloleoniu [37]

dnUsznourenitensan widld 2 daundn e

1. duiifuens (dry rubber content, DRO) ilusuniagnsvadleleniuildousoru
Uszanay 2000-5000 vt sie 1 laang

2. daudiladlgens (non-rubber content) 1uduuszneuduqianuaiilyildans §
a13UsTneusequatevila vy inia Tsiu losfu anlsfiuess indeus teuley uas

a1susenavlulasiau Wuduy
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A15199 2.3 dadlruvesdiuUsenauvesdnensdn [38]

dulsznou Fadan (elagrienin)
Vinamewdaimun (@uiduiosnuaglilioss) 36
a5 mInlusAUY 1-1.5
A13IWINLITU 2-2.5
b 1
U108 1
58-59

2.9.3 gnauuszuTudu

v '
a A o =

grauUszutusulannainingdv Ae WgwaniilaainnisnIaduensnis Ianvaey

Wureawaiduniadisiiuy deaduaissnwaninuiensldlmiensdudndudounsunaii

fAo9n15 Famsiheanususguidusnawdsgudusivanunsaduunladu 2 Ussuavlvge)

=Y

A

¥ 1 aa a I A
1. 979U BUUNTTIITMINEMTY 3 Useiam Ae

1.1 9194 UUTTTUAINAALALTTALAN TALA 819uHEINATY 819WHUEIWAY
gIUATH

1.2 9BUUTEYANAINIINTFIUTINEN Lo TR uluNTTeUAMAINLINTIY
MINEINS LAWA B19UYIIRNTEIY

1.3 gauudug NsNsHanRNza ielilanandnwunzauiuuiugy

a v ¢ a a = =) A o (3 (% wa

nansavlalavlanislaeanisvisemeingussainasUsulpantauissnisues
8195550F banA 81efdianuviinad ensneslunatadin e1dwendlad e1ang 819

wian LWudu
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2. Y90 bokA 118190 F95 2 Useunn A

=l

2.1 de19tusssualinunsaauUsatgasiaiinieisnsia el

luanavessaudeuly

2.2 W NTUANIUNSEUIUNSARLUIIgaNsaIsonsane SaElluanaves

gnaUAsunUal 138031 “Uenenegy” vise “thenenidanilug”

® P aUNUIUATU (ribbed smoked sheet; RSS)

g1 U AN NN g19EUN A TR 2 NI TUI WAL DL 891910

va 1a & v A A Y ' a P v
EJ']\TIWNU?@JWQJLU@EJ’NLL’WQLW@@LW?JQ?@U@% 12-18 ﬂ@uLWNﬂiﬂLW@ﬂL‘WEJ’N

Y

v v v 0 ’6’ Y g.JI =2 o =) 1 v dll
JumnuuagiensieananundsantuIailusalmdulaunieniag

}2 a

Ing1akiy A9t wazvinliuie Fan1svinlanaidvinle 2 35 Ae 1) vl

N = % 44' i & Ay v ] o= 1
G‘I']ﬂLL@@VI?@Nﬂiu@qﬂqﬂif’JULW@laﬂ’mN%u EJ’N‘V]I@L?EIW)’] YNILLNUNILLAN

a

(air dried sheet; ADS) Way 2) ﬁwlﬂauwﬁuﬁqmmmﬂizmm 60-70

U

= & [ av v a 1 1 [
peAngal e LUunaIussu 3-4 JU EJ’W\‘ii/llﬂLﬁiJﬂ’J’] YN UIHATIU

(ribbed smoked sheet; RSS) ﬁ'ﬂLLamaiugUﬁ 2.16 Y19LNUTINATULUS

(% '
o o v v a

sonlutuaiusgaisn (Muliuadsanysnuiedludoulue)
Toadud 1 dadunsanfngaluauiarui 5 Jadunsedidnign nends
NAuNuwiainazgniudalimdudeuniviady (talc) i

[
[y

NURIVDINDULNLNUITUNITNERAANUTEUNININTVUES

2 o g wv% o o P < '
FIUIIUUIYNN YinliUe199 U2 19T ULNY

v &y o & v y oy v o
IAYULAIDAY1RTUNDU BUhIWLLWQﬂ'JEJﬂ'ﬁﬁJﬂ'Ju

g'ﬂﬁ 2.15 ASEUIUNNSHANYILEUTUATY [37]
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® 213U (standard thai rubber; STR)

o

{Ho9A18819NUTNITInaFUTUAdEa a1 T lina N blwduou
geannssuednlnglutigiuiasulasunnldenwiaduingavly
NSHAARERNN TN LTBIIINIITAMA AL LN DN I ALLAE

v o W

HIUNSNAZBULNDTAGIAUTUAMATNAIUNENITINTG LAENIITUINA

q

v
o v v &

USinawesdsanusniisleglunaduddn uenantdufionafiansand
wUsBuUsIUAIE 19Uy USunauLdn (ash content) Fadianudouda
(plasticity retention index; PRI) 18 Jagtuusewmealnedinnnsgiuens
Wiefi3endn Standard Thai Rubber (STR) (WRst38n31 Technically
Specified Rubber (TSR)) lngdin1satvunlienciyis STR Usenaunaey
§ruduens 8 4u lduA STR 5L, STR 5, STR 10, STR 20, STR XL, STR
5CV, STR 10CV, STR 20CV EJ’]\‘1LL‘V]IQEWEJ’WONamlﬁf\]’mﬁgﬂﬁﬂﬁﬂﬂLLaBEJ’N
wits (U7 2.17) Tnedivdnnisie Buduihensnyilndufowdny (6
Huanniensfideaunsiusatiensdiiiufeusnsiou) Wielkiese
3915y Aredsanusneenlunasyinliusdduduneudall udmneuens

TurasnganniAseunainazidnesuisteutangiludalmduuns

UINIFIVVUIN 330x670x170 Hadiuns wmtinusyan 33.33 Alansy

9
Y]

52U52ULN819 yildnensduda fnfouens NULATDIIALATI
avee T augeliudis gasenaduiindne
UL Anfueng MAUELDINY HULATESSALATI
augnaliuds augnaliuis dagenauduliadne
= a | H o
UN 2.16 NTLUIUNTNANSIULING (n) 1U89LEaY () I1NYILLNAY [37]
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® 1191974 (concentrated latex)
Wi9991nungeannnInlaandueeiusunainunniuly lumunsiay

P lUnandunansuntazyinliauddssaldanglunisvuds 3edeaiin

v 1
o !

enanladluniunsgurunstumies (centrifugation) Weanusuna
U1ludngneanaunseialnineeniusun oo g1 A nNTuaIINS sy

1
[

UWIYNI1 Y1w199u

[

30 1UuSesaz 60 lnsumnidn (U7 2.18) Urenanle
(concentrated latex) I8 aLABIAUAITSNYIEAIN LU WoULULTRY U0
wouluillesaufvansouasluiedesiunisyaiiivesiiens Jeinlmi

< [
geanunsasnubIlaunu

18199u

Weedn > Ueiuuienen LATDIVIHUIILS

1911819

5UN 2.17 nszuiunsnaniiensty [37]

2.10 ADUNDRNVDIBIISTTUYIR/ALYNDSATANN

NSAUATILAADUNDANVDINBALUDS /A lanaTadan1giaelasun1sANw19819

v
A a

ollos msziuiivesilleneagangnunaaumevyleatueadiuiuiin oz

IS i

nsfawlsiiuiadenydunidudandalinglvaueaiivdelullenesaddndwmaliiin

o & vy ows o § v a a v A P av a
ﬂ']i@@%Uu’]LLa%ﬁ')’]ﬂJ%uvLﬂ\ﬂS quﬁﬂﬁgﬁmﬁﬂqwsﬂaﬂﬂqiieﬁﬂquaﬂaﬂ bUBLIIC)UINTUTIYN

ANIN1TFUATILVIARUNDANVDIE15TTUYRA VTN TATANIN1UITOUTYAlYa-198
(in situ sol-gel method) (U7l 2.19) illesannensssuvfilunedwesnliveutuasd

anmdadniu TEOS tad 39 nmsAnwinudn Janmeunednvese1esssuyd/dlanesa

o 1
Y v A a v

FAnMlanudnunEgs YSunsgnguas wazaninyauinanas [11] wenaintidierian

Y Y 9

AoNNBANYRILNNETIHY R/ AleneTaginundauusiurinienydalnin (-SO5H) a@snse

6

Unluszgnddudusauisenlueamesindu (esterification) veInsadun3diuLen



1Al

wea lngilusydnsamlunisisesufiserganiilleneSaddnidauusiurimensdalin

Y

'
=

lngianzegedailaldiuasnisunsndunsdnivunluanalvauaziianingqsn [28,

29]

[y

UM 2.18 TanAounadnuedeneesINYF/Alenesagant [11]

CaN

o/

2.11 uIene1989

Nuntang tagaz [11] AnWINILASIUABUNDRAVDILINSTINYIR/HMS (NR/HMS

composites) Lileand@n1wvauU1 (hydrophilicity) UNNURITDS HMS A28819555UY1 5

1%
a Y

nsdwAsIZAISduTnlea-1aa leed TEOS 1Wudan1desy DDA tuaisiivualaseasng

Y

waztanselalasiousy (tetrahydrofuran, THF) WWudvinazans vinns@nwinavesdnsiay
TneTua TEOS: DDA: H,O: THF: NR 1129 0.1: 0.3-0.7: 2.94-5.89: 0.37-0.74: 0.01-0.02 #ii]
delassadrenazant@nienisninvesneunedndiadould 91nn1snaaeInuin
AouwadAn NR/HMS faillassainsiduszidounazanungugs Tuanaveenisssunaiiunsn
flulaseadneves HMS dawalilwadniisveaanazlnuea (hexagonal unit cell) venusa

gAY gnUdA WYY Aouwedn NR/HMS Aduaseilalunenmungaud

(%

HUNRIT UM ZUazUTUIATINTUNES (570 MT10UATABNTY WAz 2.0 gnuIANLYURILATHD

n5U Mud1AY) LAYNIINTEBIUININIULAY (narrow pore size distribution) UBNAINUNT

[ (%

INAgUATNTYTENINLUANATBINETTUIALALNURIVRY HMS Hgannsgaduii

a

Delaney wazAmiy [33] AnwIN13daAsIEs HMS Aae3slea-1aa taeld TEOS 1Juda

ndeiu waglamaleiu (dodecylamine, DDA) 1Hua1si1vualaseadne antduannys

4
A a & v a =)

#uRaves HVS Ty ilsidueiudunidimedsnisredadani Ingldeviluluiau 3 vin

Taun 3-ozdlulnsialasiunendlyiau (3-aminopropyltrimethoxysilane, APTMS)
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3-(2-pzilutediaozilw)lnsfialasiuvendlyiau (3-(2-aminoethylamino)propyltri
methoxysilane, AEA) tag 3-[2-(2-agiiluoiaesilueiiaordlullnsialasiumeondlasiau (3-
[2-(2-aminoethylamino)ethylamino]lpropyltrimethoxysilane, AEEA) (g‘dﬁ 2.19) 911013
YAREIMUI JHIUTEs HMS Trrunsdauusiiuindserilulsauriaiieg Svuialndides
fu (Uswanas 20 Saamsew) usiuiimsuneduuilfuanasdenyiofudunidioualuana

[

Tyef@u faty HMS AnLUsHuRIRIE APTMS Felifiuniadlinivaddn (1268 n1319unsee

n3)
OCH3; OCH H H
L. NH 3 H3CO N
H300—$l—/\/ 2 HyCO- SIJ\/N\/\NHQ ’ ,Si\/\/\N/\/ \/\NHE
OCHs OCH; €O ocH, H
APTMS AEA AEEA

U 2.19 Tassaisveseriluluavainsiieg Mdlusnuidoves Delaney wazame [10]
Kun uagAniy [34] Anwinsdaunsieyt HMS anwusmevlofuriunisaiuiiugiy

s18351wa-19a Taald TEOS 1udanidesu DDA 1Wuansiivualasiasne way APTES

s

Wulsausadu dadruvesassusznavlunisduasiziidussil dnsrdulaeluaves TEOS:

APTES 111U 0.94: 0.06 hazonsiaulasluavad TEOS: on1uaa windu 0.94: 9.66 31NN1S

NAFDINUIN L1BVIIN15USUARAIUVDY APTES T 1oeaduaziildndi1uve9f19inaza1eweni

waaliunTu vilile HMS fidaudsievyieduniilassasaidussidovas snguiiawining

¥
=

uafiuifadnzge wanslifuidndunienrndutuvedlaausdsuiinmddnsionis

oJ o = S
nszaednvesesiluluauluansazats wandudadoddaiiduuanudussdovvos
lassasaillenesagann

Lee uazAny [35] ANWIN13ALATIEN HMS AnLUIAIEMLLaIUNIUAITAIVLUILIIY

<

e lwa-19a laeld TEOS iWudan1dadu nag DDA Wua1siivualasiasie :uideddne
navewilaloauiinyilsndudunidunndneiu 2 via loun APTES uag 3-wesuanlvlnsiia

Iastenendlaiau (3-mercaptopropyltrimethoxysilane, MPTMS) dndauvetesausznaulu

[

ANSEILATIZIAR AT

[

ms1d@ulneluaves TEOS: APTES winnu 4: 1 kardnsidlulaeluaved

TEOS: DDA wWinffu 4: 1 39N1SNAaBINUI N15eaLUSNURY HMS areaziilulglauuasiuad

1%
=

wanlnlsiaundeududsaliiandiliianudussidovveddasiaing Auifaduny uay
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U311m59933nuANG1 MIfauUsiuRa HVS fewweiuanivleauiiossdaifien uandl
uhmsiiiuvyileidudunidniassairsinsiuassgniouiu dwaliAanissuniunisie
1A598319v89 HMS

Bois kavAy [36] ANWINITHBATIEN HMS ARLUSAIEMYL0TURIUNITATULULTIY
Fre3Flea-10a Taeld TEOS ihu@andedu DDA uansimuslassadns uay 3-ovilulnsdia
lnstenendlatau (3-aminopropyltriethoxysilane, APTES) Wuletaudedu dndruves
psfUsznavlunsdunseiidused Snsrdrulaeluaves TEOS: APTES winifu 0.85: 0.15
wazansdiulagluaves TEOS: 1@nIuea Wity 0.85: 5 39NN15NAADINUIY N15AnLUS
fufdmalilessadestagilddanudussfovnavanifinnunsuanas oswmnmaiin
wiusylalasiaunudausssninmyiedutunylvauoanielugngu Soililassairsgnyuiia

N3YUHT



3.1 @1sLAsiale

8.

9.

32

una 3

35N HUIUIY
v

Wwnszlofiaealsdaing (tetraethyl orthosilicate: TEOS, AR grade, 99%, Sigma
Aldrich)

Iandalediu (dodecylamine: DDA, AR grade, 98%, Sigma Aldrich)
3-pziilulnsiamendlaiau (3-aminopropyltrimethoxysilane: APS, AR grade,
97%, Sigma Aldrich)

3-(2-oxillutefiansiilu)lnsialnswmendlaiau (3-(2-aminoethylamino)propyl
trimethoxysilane: AEA, AR grade, 97%, Sigma Aldrich)
3-[2-(2-0ziiluofiaaziilu)efaszilullnsialaswnondlyau (3-[2-(2-amino
ethylamino)ethylaminolpropyltrimethoxysilane: AEEA, technical grade,
>80%, Sigma Aldrich)

wnselalasiausuy (tetrahydrofuran: THF), AR grade, 99.5%, QREC)
L@Vl’luaaﬁqwﬁ‘ (absolute ethanol: C,HsOH, AR grade, 99.5%, Merck)

N UBALINIAIYE (commercial ethanol: C,HsOH, 95%, )

nsaganasn (sulfuric acid: H,SO,, AR grade, >95%, Sigma Aldrich)

10. 99555UYA (natura rubber: NR, STR-5L)

11. ¥ndu (DI water)

3.2 gunsnluazinsoeilanly

1.

Jnines vum 25 50 250 wag 500 Hadans (beaker)

PINAUNAL UIN 250 Tadans (round bottle)

NIEUDNAN YUIA 50 Uaddans (cylinder)

PInniINsoneUn aun 250 Jadans (laboratory bottle with PP-screw cap)

aanven (dropper)
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6. WYNAIUMILAN (magnetic stirring bar)
7. A3TAENTOAUDS 42 (filter paper no.42)
8. doufnans (spatula)

9. WINLAIAUAIT (stirring rod)

10. ¥IAUTIYRBNIUDA (ethanol bottle)

11. A58y ues (buchner funnel)

12. TogaAaiu (disiccator)

13. gravhsiudalau silicone oil bath)

14. wp30enuniiiudn (magnetic stirrer)

15. wesluAuUadmiuingaumgil (thermocouple)
16. ﬁa‘ul%lﬁﬁ (electric oven)

17. Jugeysyrnne (vacuum pump)

3.3 MaAsENTan HMS wag NR/HMS fsnunisanudsiurinieyiaiiy

nswissudanenvelnueailenataddng (HMS) lddndiulagluavesesdusenau

1Y

A9l 0.05 TEOS: 0.02 DDA: 2.94 H,0: 0.74 THF dwisuian HMS Aauusiuiinevyiaiiu
(HMS-NH,) Tiweuldlunneansnglddudnveidu HMS-nN-m Tae n fie 1 2 waz 3 Faunuy

yflnvesariluluiay (@aminosilane) laun APS AFA uay AEEA sruansu (SUA 3.1) uag m

Y

wansdndlulaelua (mole fraction) vasazilulatausanasiunanunvosasilulsaunay
TEOS dusuTanpeunadnvesenesssunid/ansglinuaallanasadany (NR/HMS) w3sulag

T48ms1drulneluavesesdusznoudadl 0.0074 NR: 0.05 TEOS: 0.02 DDA: 2.94 H,0:

[V

0.74 THF dw¥uian NR/HMS fanusiiufaseniesiu (NR/HMS-NH,) inTeulalunig

q

aneaglddayanvaidu NRHMS-nN-m Tag n waz m danumunewudentiunsd HMS-NH,

AIbENIl UM 3.1



34

A519fl 3.1 agUdndiuvesesduszneuildlunsdaunsizsiian HMS NR/HMS HMS-NH, uas
NR/HMS-NH,

Molar composition

Material
TEOS APS AEA AEEA
HMS 0.0504 - - -
HMS-1N-0.05 0.0504 0.0027 - -
HMS-1N-0.10 0.0504 0.0056 - -
HMS-1N-0.15 0.0504 0.0089 - -
HMS-2N-0.05 0.0504 - 0.0027 -
HMS-3N-0.05 0.0504 - - 0.0027
NR/HMS 0.0504 - - -
NR/HMS-1N-0.05 0.0504 0.0027 - -
NR/HMS-1N-0.10 0.0504 0.0056 - -
NR/HMS-1N-0.15 0.0504 0.0089 - -
ch:o—(é)iC—Hg/\/NH2 HSCO—Cé)iC—HS/\/H\/\NHg HSCC,)\Si/\/\N/\/H\/\NHQ
OCHs OCH; HCO ocn, M
APS AEA AEEA

[y

JUN 3.1 lassadaveseriiluloiauuiineineg Aldlunuideil
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3.3.1 N15LM38H HMS

THF+DDA

Stirred 30 min

Dropwise

DI water

Stirred 30 min

Dropwise

THF+TEOS

Stirred at ambient temperature for 24 h

Aged at 40 °C for 24 h

Filtered, washed with ethanol and

Vacuum dried at 60 °C for 6 h

as-synthesized HMS

Extracted with 0.05 M HZSOa/ethanol

solution at 80 °C for 4 h
Filtered, washed with ethanol

Vacuum dried at 60 °C for 4 h

HMS

5UN 3.2 ununmuansdunaun1siniey HMS

'
a [

(1) 9 THF UYsu1ms 45 Tadans wazda DDA Usuiad 3.75 N5U AU unuluyIngei?

w3 Un vua 250 Radans nauiigamgiivies Wunan 30 it loansavanelalisid

Y

(2) Fauhnau YTunu 53.05 A3y Aeee veainaslurianiindeudlaniiaisazas
DDA Tu THF Mw3ealaainde (1) muigamaiivies Wuvian 30 wiit lovewauduneaasyn
= ]
dvniu

(3) WIBUAITAYAIENANIZNINE TEOS USNau 10.5 nfu wauiu THF Usuans 15

a aa ~ s a aa a a v < PR I
HaaaMn9 IUUﬂLﬂaisUuqﬂ 50 uaqaans ﬂ'ﬂum@m%ﬂmﬂ@%ﬂunaq 5uUm lﬁmiazmﬂfﬂumﬁ

Y
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(@) Aoy wena1sazatslude (3) adluvesnaulude (2) nuigamglives Wua

Y

24 39 evosnaudupeaaendviyuy

a

(5) Yrwaswauiwsenldluuy (aging) Niaamail 40 sarwadea \Wuan 24 Halus

Y

a

(6) nvasnannlalunsas 3NtuAIAIEeNIURa 200 Haddns Uilveuludeu
gayniafiaangd 60 svmwaldea Wual 6 $alus tefdnin leviueauaz THF

a [

cav vy o I3 < =
A3l mmvﬂ,m NUULLUUNIVDILTIEU

3.3.2 N15M384 HMS-NH,

THF+DDA

Stirred 30 min

Dropwise

DI water

Stirred 30 min

Dropwiseg

THF+TEOS+Aminosilane

Stirred at ambient temperature for 24 h

Aged at 40 °C for 24 h
Filtered, washed with ethanol

Vacuum dried at 60 °C for 6 h

As-synthesized HMS-NH,

Extracted with 0.05 M HZSOQ/ethanol

solution at 80 °C for 4 h

Filtered, washed with ethanol

Vacuum dried at 60 °C for 4 h

HMS-NH,

JUN 3.3 LU nULERIdunauNISHTEN HMS-NH,
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'
a o

(1) 19 THF YSu1@s 45 Ta8ans wazda DDA Usuiey 3.75 n5u wausiuiuluwineig

wiourUn Yuin 250 faddns niufigaugiivies lunan 30 wiit leansazanelaluid

Y

(2) Feuhnau Ysunu 53.05 n3u Aeee veatnasluvianiinieuslaniiaisazais

3

DDA Tu THF fw3eallsannde (1) nuilgaugiivies W 30 wil Iivessauluneansuda
VNI

(3) wisuasaraneranseieriiuluauuas TEOS Tudndnlnaluaiimuindlély
AN3197 3.1 IieAnwnavesrinuarUSinaesesiluleay mndunauiu THE Ysuns 15
fiadans uninesuua 50 faddns nmufigugiivies lunan 5 uit I sazanelalufid Tu
nstinsANwINavesRmiiuarsrazatumsultldasazatenansening APS fiu TEOS
fisnsraulnglua APS : TEOS = 0.0504:0.0027 Wauu THF U3uns 15 fadans

(@) Aoeq ena1sazaslude (3) adluvesnaylude (2) niuigamglives Wuan

Y

24 Fluslsveswaniunsaaesndunigu

=i by

(5) vhansnauaseulaluiunanmnad 40 asrwatdea Wuna 24 F2lu9 el

9 Y

a

nnsaukiuvesginifauysalinndu lunsaimsfnvinavesnnglunmsuuasuusgumngd

Y

wazlaRaandlun1sen 3.2
(6) Uvenaunlalunses nduaremeieniuea 200 faddns wardilveulugeu

gnafiaungd 60 eamwa@ea Wual 6 9alus Wefdnin weniueaway THF

o a‘t:ll\'Lildtv

1 @
AUAN WU UUNIVDILTIFV

A1519% 3.2 AMM2lUNSUNEMSTUNISIRS8L HMS-1N-0.05

Material Aging temperature (°C)  Aging time (h)
HMS-1N-0.05-Am-24H ambient 24
HMS-1N-0.05-40-24H 40 24
HMS-1N-0.05-60-24H 60 24
HMS-1N-0.05-40-2H 40 2

HMS-1N-0.05-40-48H 40 a8




38

3.3.5 N15:0384 NR/HMS

NR sheet+TEOS

Swelled for 16 h

Swollen NR
THF
Overnight
DDA
_ Stirred 30 min
Dropwise
THF+TEOS
z Stirred 30 min
Dropwise
DI water >

Stirred at ambient temperature for 24 h
Aged at ambient temperature for 72 h

Filtered, washed with ethanol

Vacuum dried at 60 °C for 6 h

As-synthesized NR/HMS

Extracted with 0.05 M HZSO4/ethanoL

solution at 80 °C for 4 h
Filtered, washed with ethanol

Vacuum dried at 60 °C for 4 h

NR/HMS

SUN 3.4 ununuaRITURauNISeTEY NR/HMS
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(1) Feenauvie 0.50 N¥u ﬁmﬂu%ul,ﬁm wards TEOS USunay 7.00 N3 wdamausuiu
Tuwanutandouriln vua 250 fiadans udieliidunan 16 Falua

(2) won TEOS Timdeannisutenauisesn iiludufionuiua TEOS Aigndulilu
ioens Fuilosnsiigy TEOS Tdnwsiudumu

(3) Y uenafiiumsutaae TEOS wnazanely THF Usuas 15 fadans luvanudn

s

wiourUn vwin 250 fadans nufigaugivienduian 24 3l Wvesmaudupsaasys

Y

a
V1YY

(4) 13 THF U3anms 30 fiaddns maduveanaslude (3) muilgumnivies Wuna
30 wiit veswaudunoaasaddviyu

(5) 43 DDA U3unau 3.75 nfu Aees enasluvemanlude (4) muilgumniivies 10y
nan 30 Wil lavewwauduneaasenduigu

(6) WIgNANTAYAINANTENIN TEOS USuaw 8.50 nFu wausImiu THF USuas 15
fiadans Tulninesvun 50 fladdns nuftgaumgiivies Wuna 5 Wil Ifansazanelalaida

(7) Aveq nenansazarslude (6) asluvewaslude (5) nufiguugiivies iuian
30 w1

(8) Farndu YSuas 53.05 n¥u Ao nemhadluviauiandourUndiflarsazane
DDA Tu THF w3euldande (7) nauiguugiivies Wuian 24 Falus Ifveswamy
ADARDENFAUIIYY

a

(9) thveswaufiwseuldlUvufioamgll 40 esrnwadea Wuan 72 4309 wieiin
NsAnNSAUKINYR@AN ALY Sl
(10) sevuea 50 faddns wasluvesmaulude (8) muiinamgiivies 1Wuan 30
= d‘ a U
Wil elvlilanavesuinn s karAnAgNaY
(11) dhvenauiilalunsos 3ntud1sgionIuea 200 Jaddns wadtiluaud
aaunnll 60 sargadua Lwaan 6 4alus Wefdaun wevueanas THF freg1anlad

[ [ <
ANWULLUUNIUD LTIV



3.3.6 N15M384 NR/HMS-NH,

THF

40

NR sheet+TEOS

Swelled for 16 h

Swollen NR

DDA

THF+TEOS+ Aminosilane

Dropwise

DI water

Dropwise

Overnight

Stirred 30 min

Stirred 30 min

Stirred at ambient temperature for 24 h

Aged at ambient temperature for 72 h

Filtered, washed with ethanol

Vacuum dried at 60 °C for 6 h

as-synthesized NR/HMS-NH,

Extracted with 0.05 M HZSOQ/ethanol

solution at 80 °C for 4 h

Filtered, washed with ethanol

Vacuum dried at 60 °C for 4 h

NR/HMS-NH,

SUN 3.5 UHUNNUARITUABUNITLETEL NR/HMS-NH,
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(1) Feenauvie 0.50 N¥u ﬁmﬂu%ul,ﬁm wards TEOS USunay 7.00 N3 wdamausuiu
Tuwanutandouriln vua 250 fiadans udieliidunan 16 Falua

(2) won TEOS Timdeannisutenauisesn iiludufionuiua TEOS Aigndulilu
ioens duilonsiigu TEOS fogluidoensdisnunedudungu

(3) Y uenafiiumsutaae TEOS wnazanely THF Usuas 15 fadans luvanudn

s

wiourUn vwin 250 fadans nufigaugivienduian 24 3l Wvesmaudupsaasys

Y

a
V1YY

(4) 13 THF U3anng 30 fladdns adluveaaslude (3) muflgumgiivies 1uian
30 wiit veswaudunoaasaddviyu

(5) 43 DDA U3unau 3.75 nfu Aees enasluvemanlude (4) muilgumniivies 10y
nan 30 Wil lavewwauduneaasenduigu

(6) w3NaTAzaeNaNsEnInteziilulelauuay TEOS U3ua 8.50 nfu nawusiufiy
THF U3u1ms 15 fadans Tudninesuuin 50 Saddns nauigamaiivies 1unan 5 wiit 1
ansavanglaludia

(7) v nenansazarslude (6) asluvewaslude (5) nufiguugiivies iuian
30 w1

(8) Farndu USuas 53.05 n¥u Ao nemhadluviaufandeuddaiifiarsazane
DDA Tu THF w3euldande (7) naulguugiivies Wuian 24 Falus Ifvewauy
AORADYAAYTIYY

a

(9) thveswaufiwseuldluvufioaumll 40 esrnwadea Wuan 72 4309 wieiin
NSARNSAUKINYREEN ALY Sl
(10) maevuea 50 Nadans wadhuvesmanlude (9) mungumgiivies Wual 30
= d‘ a U
Wil elvlilanavesuinn i ke AnAgNay
(11) dhvenauiilalunsos 3ntud1esgionIuea 200 Jaddns wadiiluaud
aaunnll 60 sargaded Lwaan 6 Galus Wefdnun wevueanas THF feg1anlad

[ [ <
ANWULLUUNIUD LTIV
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3.3.7 MsanAg1sNInuAlATIEs1990na1n HMS-NH, waz NR/HMS-NH,

o

(1) msenueauIansUsuIng 150 1adans Lazdansadaiainusunu 0.7746 nsu

nausuduluvInAunay aun 250 Jadans tearsavanelaluidzalianuduturednsa

o

Fan73n 0.05 luas

[ d‘

) F¥anmmssulausuna 3.00 Ny drluananleaisazatensadainsnlude (1)

9

[ 4 a

shum%aammmiu%ﬁm%’vﬂaﬂ% (reflux condenser) ﬁqmmgu 80 paAwaLdea LJuian 4
T

(3) dvesnanilalunses antudefisenusaUseann 1500 dadans tierdn
nsaFatinsn ntiuiaisazanetunisasnte pH Wensrvaeunudunatsilueuly
Jaqmaneamal 60 ssriwaidea e 4 $alua ileidaeniuea nandasidiled

[ [ <@
ANWULLUUNIUDULTIAV
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3.4 MSAATEHENTANIINIEANLazIAdvas HMS-NH, waz NR/HMS-NH,
3.4.1 WwAdAN1SIAIUUSIELNG: X-ray diffraction (XRD)

A5LREILUUYRISIALDND S X-ray diffraction tJutnafiafildluni1siiasiey

a v

lassainmse Jganeandnvesiaguuuldvinaiediegs e XRD NlEluauidell Bve

[

Bruker u D8 Discover (5U#1 3.6) fmunan1iglun15iiasgilined augeiusdiend
(Cu KO 15.406 ulusans wseaulnddn 40 Alaliad nszwalidn 40 Saduaukys 9ns1n1s

AuNu 0.02 BIANRBIUNT LATLUANNTENY 20) Tuzad 0.5 89 10 89A7 N1FILATIEIATUAN
N9LATBNAIDENN (Useanae 0.5 B3 1 N51) UUAITULTOITUBE4 (sample holder) Inatnae
T RIYD9A8E195 8 ULENNUYBUVDINIT ULTBIS U881 91nTuLnlUUSENaUUULYIUING

AD19UDUATDI

'
=

Nan153LAs1ELan L dugunuy XRD (XRD pattern) Fandonsznineyy 20 uay

LY 4

FEUey1uN1I0 339U (count per second, cps) dnsuruideiideyaiiliaunsaseylasaasng
wuuiily (mesostructure) wagauilusyidouveslaseaing (structural order) uonaind
galvidoyaineniussersenineseuiu (d spacing) wazuuaviewas (unit cell parameter)

VBYIAR HMS-NH, Uag NR/HMS-NH,

&
o
2
a
3

g‘dﬁ 3.6 LA309 X-ray diffrctometer §%a Brukker ﬁu D8 Discover



aq

(1) 528258NINNTEUNU @10150A LI A1INLIaUlUN15L A8 UUVB IS IF LB NTAY
AUNNSVBILUTAY (Brage’s equation) Askansluaunisi (3.1)
d sin@ = nA (3.1)

o d A9 T8rIEniNgTsuy, wiluums (interplanar spacing, nm)
A Ao ANeIAaUYeIssdend, uiluwas (wavelength, nm)

0 Ao yuannsznuvessidiendiuszurundn, e (angle between the
X-ray and plane, degree)

n A9 FIUIUAULNUSUFUNISLA VY (n=1)

(2) 584U (repeating distance) 9TngWguATINavoslaTaa eneslnuoa
ANNTOALINIAINTTUIUREN (100) Vo9Tan HMS wag NR/HMS daulsietediu ffiae
waduuunnMasl Seuinildainaunisi (3.2)

a0 ='2 dype/3" (3.2)
dlo a, fe 538362?1ﬁ’umﬂgwqumaﬂmwaﬂmaa%ﬁaLaﬂézjziﬂuaa, YLULUAT
(repeat distance, nm)

oo AD TEUETENINTEUIV (100) , Wlues (interplanar spacing of (100),

nm)
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3.4.2 wmallaganssAudianasaunvudeinsiailandlivdu: Field emission

scanning electron microscopy (FE-SEM)

=~ o

Field emission scanning electron microscopy tJutnafiafild@nundugiuinen

(morphology) Lﬁaﬁgﬁ]ﬁmwé’ﬂwngijmq VUINBYAA i’mﬁgﬂﬁﬁagaLﬁ'saﬁuﬁﬂwmzﬁuﬂa
¥99%a0 1u N13nFBsiuagInTEAIeiITesEyR 1ATes FE-SEM Mldlusuidedl e
HITACHI $u SU5000 (§U71 3.7) finshnsounaeriiandaanuain 2O Schottky emitter
wseauluily 30 Alaliad wazlidndevenegedis 600000 i1 N15tATeNfe819ld38 sns
feehsuszanas 0.5 B 1 fladn3u vumUaiusuiiRauunivugnouvdsniuisesiu ui
ihluindoufadenesd Tntuilulszneutuwiunswhogwweaies
nan1siaszsiuanuiuzunmanifvesiiuiadogisluninuideanislugis

¥ 1%

P o o
ayaiilidunldszyrunn JUnse uaznis

[ [

fdevee 50000 H9 300000 111 @MSUNUITEU
N3¥A18FIVBIBUNIA HMS-NH, ke NR/HMS-NH, wenaniideyailadaunsnesuivaud
AUNTUVDITAR HMS-NH, hag NR/HMS-NH, lngvuinieganeidaazuusnnduiuauin

auNA BNy synanlivwindnazdvunmsdanesdalugneyniaiivuialg

L
L
1T s

i
|

gﬂﬁ 3.7 nded Field emission scanning electron microscope ?iﬁa HITACHI iq'u SU5000
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343 mAdinganssAudLannsauwUUda k1Y Transmission electron

microscopy (TEM)

Transmission electron microscopy tdutnafiafildiias1zidugiuingn

[

(morphology) tiefigatnsuanuuglasiasiegniy wses TEM Aldlunuideil Bve JEOL

U JEM-2010 (5U#1 3.8) FaiimsAndaunasiniandanugeanvaainisamunianuduyes

[

o a (Y a a < 13 £ a o =
duaadianaseuiniu 200 Aladidnaseulian aeldnzayyinia wasiimdeegeds
1500000 111 NNSILATITISUIINLHTEUFIDEN (USznas 0.5 B9 1 Jadn5y) wauaslureni
weanliiludinasveamaiuardusiienduaIudgs (ultrasonication) HiBLNN13NIEAIE7
gj a o 1 & d'd 3 I3 9] [ 1o I £
YDIOUNIA NUULATEUAIBE VU YUENBInFINTiasuauluimsessu Ingludnludes
= a U 1 ¥ U o gj o 1 o 1 lﬁl
waeuRfagmeanulii antuihluuszneuuuwinaiIeg19we AT oY

[

HaN1sIATIzkanslugUveInInasifvesiuifeg19luuTuNfeIn15luge

% 14

findaveng 20000 14 400000 i dwnsunuideiiteyantiaunsasyulaseasnwosgniues

Y

a9 NR/HMS-NH,

gﬂﬁ 3.8 N@v4 Transmission electron microscope f1fe JEOL ju JEM-2010
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3.4.4 malAadAs12RauiAnN158819AIN19A21U59U: Thermogravimetric/

differential thermal analysis (TG/DTA)

[

ANSAASIETENURNITAa18HIN9ANNS e T AN g IlAS1E N SUAB UL UAY

(%
a il [

utinuagiaiesnmuesiandelasuanuioungumgiisingg wses T6/DTA Nldlunuidedl

Y

8o PerkinElmer §u Pyris Diamond (U1 3.9) Tnedadaegsuszana 10 fadnfu ldlu
AUEsesdURIegns mntuthlusuuLiuIsiaeg e nAIes AMrunn1avlunsiase
1iotadl gaungifilivaaeulugag 50 d1 1000 ssmwaiBea Snsnsifingumgd 10 83
waduasoud meldenmeaiisnsinisiva 50 fadansrouni

NANITILATILHLANIAN LTI USTEMIN9Tm ”ﬂﬁg{ﬁylﬁsﬂﬂ (weight loss, TG) Way
é’mwmigﬁylﬁaﬁmﬁﬂ (differential thermogravimetry, DTG) %aﬁﬁ@ﬁmﬁ'auuﬂaﬂlﬂiwﬁaq

] [

A9 dimuauidetdeyailaaiuisairluiasizvinalnnisaanedn

d)

(RN
9 Y

(decomposition) vawikeiiuBuNIgluTan HMS-NH, waz NR/HMS-NH,

ADB-PPT-CUCT-03-105

gﬂﬁ 3.9 1A%8d Thermogravimetric/differential thermal analyzer St PerkineElmer

q'u Pyris Diamond
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3.4.5 wmatlayiTesnsrudnasudunssaaidninsalnd: Fourier transform

infrared spectroscopy (FTIR)

Fourier transform infrared spectroscopy [umafiafildiinszilassadimiand
sylaidunLiiui waresusznouvesian TasdaunamsUnnguaunisgandu (absorption
band) $sdBurlsnsnvesiuszviiafieg lusiegrsiiAnannisnszduuagnsduvesluiana
Fru¥ad8unsnn wn3es FTR Aldluauided 8%e PerkinElmer fu Spectrum One
(U7 3.10) Arsunnnzlunsiiasgilinad 14luunuuy Attenuated Total Reflectance
(ATR-FTIR) finnizgmmgiivies Sutuaunuiianua 64 aunuludisiavadu (wavenumber)
400 4 4000 wuRlas” Amuazideslunsauny (resolution) 4 iwuRiluns’ N1TIATIEA
BuanmaedsuiegsUszann 10 fadndu Tdlunivuzsesiuietne antutilunay
WiuIfeg e LATes

HaNIsIATIRkanslusUalnaty FTIR vessouazn1saaesiiu (%transmittance)

v

A v
auaNtAaIN150

Y

Tugr9ravmau (wavenumber) 400 919 4000 LEURLUAS ' d1SUUITeU

W lUTiasgimdlanduuuinuiavesdan HMS-NH, wag NR/HMS-NH,

gﬂﬁ 3.10 LA599 Fourier transform infrared spectroscopes 878 PerkinElmer

U Spectrum One
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3.4.6 wallamsian1sgaduianienwvasuialulasiau: N, physisorption

measurement

[

MIANuARIT Y USHRsIngy Lagnsnszangrunnsuvesianedumaianis

[

Tan1sgadusazareduveakialulasiauuuiuiiivesan (N, adsorption-desorption

q

a

measurement) Nouunll -196 oA Lgaldua Ineldia3as Surface area and porosity

9 Y

a

analyzer 8%@ Micromeritics $4 ASAP 2020 (U1 3.11) A1531AS1ENIUIINATIUNURA

a

freg1s Tnonsliaudouiigumad 150 ssrnwaidea iunan 2 dalus ilerdamnudu
warAsuiloufigaduuuinfesnieenty deuufalulasiaudednsinisiva 20 fadanse

it imstaviinaudallasiauiigngedulayeudugesiiudsundasly
Kan1TInTeikandlusUvastleluiisunisgaduuagnisang (adsorption-desorption
isotherm) Tug19AUAUENTNS (relative pressure, P/Py) 0.01 &9 1 sﬁaa&aﬁlﬁmmsaﬁﬂm
FunaUARS Ny BET specific surface area; Sger) AEITVBIUIUIS-LOUUNY-MALA DT
(Brunauer-Emmett-Teller, BET) Tuanaa3nusudusing 0.02 54 0.20 U'%mmgwquﬁ’jwm
(total pore volume; V) mmmmléfmmﬁmtum3@@%’U"Luimwuﬁmmﬁuﬁuﬁmﬁ‘ 0.990
N19N528AIVBIVUININTY (pore diameter; D) l¥aun15ve9u5Lsn-208LuDT-LalaUAT
(Barret-Joyner-Halenda, BJH) ﬁm%umsmﬁyuﬁﬁ’amauaﬂgwqu (external specific surface
area; Se,) WarUTUIMTINTUIUIALLY (mesopore volume; V) 1935 t-plot vastayaludia
o

ANMUAUFUNNS 0.50 019 0.80 1Al tANUTULAZSLOLAALNY Y VDIAUNTINLARIAINUAUNUS

seiUsNsgaduvesialulasauiuaunugeata (statistical thickness)
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g‘ll‘ﬁ 3.11 1504 Surface area and porosity analyzer Se Micromeritics ju ASAP 2020
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3.4.7 mallan15RseilsInusIna1suau lalasiau lulasiau dames uas

29n%LaU: CHNS/O elemental analysis

CHNS/O elemental analysis tJuwmalialdias1vsiesnusenouvesasdUNI e
laun s1nArsueu lalasiau lulasiau dawles waveandiau lagendenisiludiluainie

9819390157 (flash combustion) igaunafivszanas 1000 esrngaided ielUasus1nidu

'
1 )

osdUsznavluansdunidvessedaluduuiaiduiusiusniug ednafldndiuiuiuen
wWu wiansueulneenles (CO,) loth (H,0) uialulnsiau (N,) uazufadamasineanles
(50, Mntunfamaifaggnwndlumusinureauiagsin wies CHNS/O elemental
analyzer #l4lusu3sedl 8o LECO Ju LECO 628 (3U# 3.12) Tnodadngaussum
10 findndu ldluneuzsesiufiedne anduilunauuuviunefiegnavenaios nanis

Insgiuanssevaslaeuminvewsnaisueu lalasiau waglulasiaw dwunuideiitoya

AldanunsathluAmuanusinamyieluuuiiuiivesian HMS-NH, uag NR/HMS-NH,

SUTl 3.12 1A399 CHNS/O elemental analyzer 8% LECO §u LECO 628
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3.4.8 WMANALYAN-AANTANDU-29 LA NAEUUNITHARLTHUNLUANLTIYLUUD
aidnlnsalnt: Solid-state °Si MAS nuclear magnetic resonance spectroscopy

(Solid-state?’Si MAS NMR)

Solid-state #’Si MAS nuclear magnetic resonance spectroscopy Wuwadad
Lﬁaa%aqﬁ’umii’mzé’uwé’muﬁLLmﬂﬁmﬁ’ummﬁaLﬂﬁ8a%§ﬂauﬁa§ma‘£ﬁ§w%wamm
aunuwiman ieldinssiiuszdanoululassairsvesianluanuzvesuds 1a3es Solid-
state NMR 7il4lun153iasngsilua1uided 8%e Bruker Ju Ascend 400WB (5U7 3.13)
nsiAseldingnasyana 0.5 n¥u vssgluneugsesiufegng antutiluasuuuyiy
efegrswennies Insldinuauuuasealnanlswdu (cross polarization, CP) MyuAN1IE
Tunsiaseilided muianlnsiimes (spectometer) 79.5 lunzd5m 1aandua
(CP contact time) 2.5 fiad3u19 t1a1@tad (delay time) 37u"% wazdrulIuanLny
(number of scan) 3600 @wnu lagldinnsziuiialaiau (tetramethylsiane, TMS) tuans

= a L4 [ Ly = 1
YUNIRNTZTU Nﬁﬂ’]i’)LﬂiWS‘ViLLﬁﬂx‘iL'U‘NE‘ULL‘U‘U?{L‘UﬂWﬁJ NMR @LadAIAIMUFNNUTTENIN

ALY (intensity) AuswMUe (chemical shift) vosdeyyras dmsunuideiideyaila

o

' (% ¥
v a a = &

aunsasryriliavesiusEdanaularBudunsanuUsdilandunifnduuuiiuiavesian HMS-

NH, 4@z NR/HMS-NH,

gllﬁ 3.13 1A394 Solid-state nuclear magnetic resonance spectrosmeter %o Bruker

U Ascend 400WB
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3.4.9 wAllAN13INsaEuRE: Contact angle measurement

nsiayududadumedafiiierdfesiunisinwaueviinazanuliveuiines

Wi Tange inyusenihadududavemeniinldinfouuuituity aaisusueg o duvied

v
[ LYY o

Wuaaduianewiaennia veamiad Lazveed 1asaedn contact angle measurement 7Ly
Tueru3dudl %o Ramé-hart iq'u Standard goniometer model 200-F1 (gﬂﬁ 3.14) n1g

Beseilditegaussann 0.5 niu ihludadundiukazinuununinfineguunseandlan

I

FaJun1vurseIsuig1e 9NN IUINUUMALINNA819909AT 9 HANITIATIZALAAS

% ¥

WUsUNINUBINEALNUURITDIA10819 dmSuauided

Y

auaimihunldinayudulavosuy

4

v

UHIY09380 HMS-NH, wag NR/HMS-NH, wenainiiteyanladsaiunsaasuieaiuliveu

=)

UNYDINURYIARYITER HMS-NH, waz NR/HMS-NH,

3UN 3.14 1p3833A contact angle measurement 848 Ramé-hart

i;u Standard goniometer model 200-F1
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U 4

NANISNARDILAZIANSAINANISNAADY

4.1 MIFUATIENTAN HMS waz HMS-NH,
4.1.1 duUAB9lASIE519989 HMS wag HMS-NH,

4.1.1.1 navasguuiluazsseziialun1suy

(A) (B)
«——(a) HMS-IN-0.05-Am-24H

(c) HMS-1N-0.05-40-48H

(b) HMS-1N-0.05-40-24H (b) HMS-1N-0.05-40-24H

(c) HMS-1N-0.05-60-24H

Intensity / a.u.
Intensity / a.u.

(a) HMS-1N-0.05-40-2H

I 2 3 4 5 6 7 8 9 10 1 2 3 4 5 6 7 8 9 10
2-Theta/degree 2-Theta/degree

5UM 4.1 3UkUU XRD 989 HMS-1N-0.05 Masealagldniznisuniiunnsneiu: (A) naves
gaunilun1sun wag (B) Havesszziauandaiulunisuy
JU 4.1 uanaguuuy XRD 89 HMS-1N-0.05 Minseulagldaiiznisuud

gaUnNILazIEELAMANA1TY WU Tagusaziiuansiin XRD 71 2theta Ussana

v U fw

sduRUsAUSEUIU (100) Tulassastsvesilanasanuumenazlnueanillasavie

[SIW

30

[EN

FANALUUFNUDU (wormhole-like silicate framework) [9, 11] §mFun1sAnw kg

Y8agunIlunIsUL (FUT 4.1A) wuidn Wegaumnilunsuiiiudy azdamwalviniig

[

Juseilouveslasasadinniuanas iesnauniniintuasyinlignsinis
AULUUVDITANALNNTY danaliransdesuiiinanlunisanseeditssatazaudu

szilpuvaslassainanas [39] nsdlnavesszesiianlun1suy (UM 4.1B) wuli e
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[
= 1

S28a1 I UNSULLANTY Azdsnalnanutduselouvealassas afudy tnsie
STULLIANUNISULTANTY 989N TANITAIULUUVBIRAN L ANTUBAETLIA T UNNS
Jasaiundu Wunaliaudussdovvedlaseasiaiudu [40]

4.1.1.2 wavesvinazilulyiaunazansidiulagluavas APS/(APS+TEOS)

(A) (B)

5 —
3 8

(b) HMS-1N-0.05

(c) IMS-2N-0.05

Intensity / a.u.

(c) HMS-IN-0.10

Intensity / a.u.

(d) HMS-3N-0.05

(d) HMS-IN-0.15

1 2 3 4 5 6 7 8 é 10 1 2‘ 3‘ 4‘1 D" 6 7‘ 8 I9 10
2-Theta/degree 2-Theta/degree

U7 4.2 ULUU XRD 983 HMS way HMS-NH, Mia3enlasld (A) Snsrdrulasluaves

APS/(APS+TEOS) unnansiiu wag (B) yilneziilulaiauunnsnaiy Weldnnenisuuigamgl

a

Y

40 93ANYALTYE Wunan 24 dlas

Ul 4.2 uanagULuy XRD 989 HMS uaz HMS-NH, insesilagliniiznis

Uuflgamall 40 asrnwadod WWuan 24 93109 wudn Tanusazauaniia XRD

2theta Uszana 1.75-2° Faduiudiuszuiu (100) lulassadraweaiilanedanuy
Laﬂszjgiﬂuaaﬁﬁimwha%émmw‘ug‘wuau yonanddamuin HMS asiimnuduves
fingandn HVS-NH, warfidranasievuinuazsuinvesozdluleiaufinty
HesrnnrsiinUiunasazvuinvesesilulyiausuniunisusznauiines
(self-assembly) vasanstmunlasadieuazdang sgrelstnumnudussdoud

anas uanshenisrefnvanyieiululassasieves HMS-NH, [34, 35, 41] wenainil

n13uiuUINI APS wazauinvesesilulsiauludan HMS-NH, azdanalvifiunus

otheta Ltasulufid1tiosas (1.96—1.86%) Fa¥an HMS-NH, fifaudsdae APS
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(HMS-1N) anansaifiuuiuna APS légefisfosas 15 uavanunsadnuussng AEEA 9
fdnungieiululuiana 3 wylasiilassadeilanefauvuienszlnuoadedanuiy
eERIAIRE

A5 4.1 uansauTATlATIEswes HMS wag HMS-NH, Wieldnniznis
Unigumgil 40 earwaida 1uia 24 $alus annmanisveaenudn el
USuey APS wazvu1nveserilulelauasyinlissaenneseninessuny (100) (d;g)
LA IEELMNINATINANNINTY (ap) SAfiadu asninnisiAndunsitensewing
nyjeriilulnsiialuesilulyauiungedululuanaves DDA iuuselalasiaudna
Tdorinasymindlumadtunsadamilaniiua [35, 41]

NUATeTHULN [36] AnwIn1SFATIER HMS-NH, fiiusunaerdly
liaugefisosas 15 Ingldtuazienueadudivinazats udlassadauuuienes
Tnueaves HMS-NH, fwdeuldduinniswmans Tasannginainitusylalasiau
semirangerilulnsfiauazdaing (ESi0-— HNH,-) d1v¥ueiddediiseld THe
Juihazanslunisdauaey Teildrutelunisandunsizouuuiusylslasiau
sendemyiediuluesiiluluiau a1simualasasne wasdanidwalosiiluluaull

N15N5218A3bANNTU T HMS-NH, Mwseulatudansdilaseasiaiuuienae

Tnueaillawesa
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a

M15197 4.1 audiigalaseasnaves HMS uag HMS-NH, Waldniznisuunigaumgil 40 s

Y

waldea Wunan 24 g

Sample? dioo” (M) ao” (nm)
HMS 4.51 5.21
HMS-1N-0.05 4.60 5.32
HMS-1N-0.10 4.70 5.43
HMS-1N-0.15 4.75 5.49
HMS-2N-0.05 4.91 5.67
HMS-3N-0.05 5.02 5.80

® Extracted samples
b Interpalnar spacing of (100) plane (d;qo) obtained XRD analysis
¢ The repeat distance (ay) between the pore centers of the hexagonal structure was calculated from

ag = 2d100/31/2.

4.1.2 29AUTENBUFINYB HMS wag HMS-NH,
4.1.2.1 HAVDIYUNYAUAZITEZLIATIUNTITUY

M1597 4.2 uansUSunaveieiuuazsesaznisildeu APS U89 HMS uay

HMS-NH, 7isns1dulaeluaves APS/APS+TEOS) Sovas 5 2INNANISVIAADINUI

(%
o |

USunameangiadiuvunuiiinislugnsuiladuiindesniivSununiungug) ou

Wawnann1siiaufAsennisarukuusendng APS fiu TEOS ldauysal [15] e

"y '
a1 a o a a

Widgunillunsunnudn USinaveayiedufiaiudu insiensiiugungiiag
dawalidnsniaiiaufisenismusiuvesansaeiusitud o iiusunamyed u
L a a & o A =S SO DA Y
UUNURWALT [39] wenantlillawiussezalunisuuilanadiuulliudeniunis
Wil Banmsiiusrezianlunsunazdwaliiinu)ise1n13auwiuYean sas

sulaunnay [40] FaUSuumMyeTUUNNURINL UG WG Y
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A13197 4.2 YSuiaveavyieiiukasiesaznisiUiey APS ¥89 HMS wag HMS-NH, ety

AILANSULNLANANGAU

Amine concentration (mmol ¢

Sample %Conversion
Theoretical Experimental
HMS-1N-0.05-Am-24H 0.81 0.65 80
HMS-1N-0.05-40-24H 0.81 0.71 88
HMS-1N-0.05-60-24H 0.81 0.74 92
HMS-1N-0.05-40-2H 0.81 0.64 78
HMS-1N-0.05-40-48H 0.81 0.76 93

4.1.2.2 navasvinesilulaaunazansidiulneluavay

APS/(APS+TEOS)

M13199 4.3 wansUTuiaveavyieliukazfesaznisdsussilulyiauves
S = v oA a = I~
HMS wag HMS-NH, Mwseslagldnnenisuniiaamail 40 ssriwadoa iWunan 24
Flug nnan1snaaasnudl HMS lifisglulasiauluesdusznau wandliiugi
[ = & o 1% [ v 1 s A -

a1u130ain DDA Fauluaisivualasaiiseaniainianliegrsauysal oty
USunaveseriiluloiauazdmaliusunanemyoiuliaiiuiy wasdesasnisivaey
(%conversion) 783 APS LinaiuaInsosaz 88 1Uu 96 waz 98 Watinsnyarulasly
au8e APS/(APS+TEOS) a1n3aeaz 5 tlu 10 uaz 15 audau ilesninvyjiedutiud
auUBduivadianisatioujisenisarunuuvesdanmiudy [42] ey
HMS-NH, NnSeunl8ensidlulaeluaves APS/APS+TEOS) Soaay 15 (HMS-1N-
0.15) FaflUTunaumyioiiuasan (2.16 mmol ¢ ') FeFouazni1silaguved APS 71ldan

'
[ v a

1uAd8AEINI1 TN IagMSiaTEn HMS uag SBA-15 NiAnLUsAemy

(Y

wiuliSesarnisilasuvesesilulyiay 80-84 [35,38] way 83-87 [43] m1ua1AU
wanianinisiiuauinvetesilulyiaudidanaliusuiavesyiaduiiuu

o
&Y

WueIiy Wesanluanavesesiiluluauruinvguuasituiungieiuluangly
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1nTY Fatu HMS-NH, Mn3eslag AFEA uesdlulsiauiisnsidrulneluaves
AEEA/(AEEA+TEOS) Sowag 5 (HMS-3N-0.05) FadluSunaumioiiugean (2.16 mmol
o) wazdlawUsuifleufunuiderinum wuirfan HMS-NH, fwdeuldlumuided
fUsnamiefiuganiy G991nauddeiiunldf@nuinsdunsgiilanesadan
LUUNTINAY (mesoporous silica spheres) dUSu1aumiadiu 0.49—1.57 mmol ¢!

i

[13] uazillwwesadaniuuuienszlnueaiiumamyiefiu 1.1—1.8 mmol ¢* 9910
ATl lAldTan HMS-NH, fwdeniviinumjieiiuiiguasssndlasaiuuy
wenezlnueaillynea

A9199 4.3 YSnmveanyeiiunazfesaznsdsussiluluiauves HMS uaz HMS-NH,

a

dieldnmenisuniigaumgll 40 esrnwaidea WWunan 24 Falu9

Y

Amine concentration (mmol g

Sample %conversion
Theoretical Experimental
HMS 0 0 -
HMS-1N-0.05 0.81 0.71 88
HMS-1N-0.10 1.54 1.47 96
HMS-1N-0.15 2.20 2.16 98
HMS-2N-0.05 1.57 1.50 96

HMS-3N-0.05 2.28 2.16 95
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4.1.3 N3Ea18AIMNIIA1UTIUVEY HMS 1az HMS-NH,

JUM 4.3 wanansinisgadeuivdnees HMS wag HMS-NH, Mwseulagldniie

YRR

n1suNfigamgll 40 aeaeadea Luiaan 24 Falus 9ann1snaaeanudn HMS 1ud

n1sgasdeuvidnlugisgamgdl 150-450 serwaildua wansinaunsaadn DDA Fau

YR

a5 MuAlATIas1988n31N Ta LA NUATIADAARDINUNANITIATIENBIAUTENDUSA

CHNO/S d3uTan HMS-NH, Tisiudauusfiufiafaeg APS (HMS-1N) fidnsdulnelua

[
(%

Yotordiluluiauniag (3UN 4.3A) Jwhanigansanteds 4 Juneu (N9 4.4) fell Ul 1

(% ]
= o C% = U

nsagdeuninlugiumgd 50-150 ssrwadua Wun1sssmevesnnuiuiigaduuy

v Y

[

dnuavn1saanudivesmylenendiuaset (remnant ethoxy group) Lile4an TEOS Liin

12
L4 = o L

Ufisenlalaslagaldauysal [15] Wnensaqdeuininlugnidivunliianasiodnsdiu

' [ '
a = =)

Iagluaves APS daniiudu ilesainnisaaudsiuilsmenyiedudalvusuinues

wyflwaueauuiuRianas Tuil 2 nmsgadeuminlutienmngll 150-300 ssrwaided 1Ju

1%
a o v

n1saaeiveieiiululassasimyezdilulnsiia Fanudnsgaydedmtdnduulliuig

o

[ (%
a

gelullauiiugnsndrulasluaves APS/APS+TEOS) Tuil 3 nMsaayideuiniinluyiagungil

Y

300-450 oerneaidua \Wunisaaneiivesmiyuoanatulasiainmye silulnsiaudsanin
Juninesueu (carbon residue) [43] uwaztuil 4 msagdeuminiugisgumgid 450-600

sarwadea WunsaaiediveninansueukasryleaueauuiuRIkunssuIuAlensen

]
o/ o a1

FLatu (dehydroxylation) [41, 43] d1usunstiTan HMS-NH, NHudnuUINURIAE AEA

1%
a

(HMS-2N) wag AEEA (HMS-3N) (gﬂ‘ﬁ 4.3B) uansguiuunisgedeiivinludnuaeaaiend

o

v
=) o LY

fiu HMS-IN ensiinvuinveserilulgiauszdwmalinisgydeiminlugiseumgd 150-

o

450 amugalFea LinTunatedunau Lilesniinnisaatgdivemyieduluaieldues

v
= o v A

lutanaezdiluleiay usnaniinuinisagdeuniniuuilduiingdy Weoliuruinves

>

avilluloiay Bwasnanaunsagudunisiivgiediuluian HMS-NH, 16
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100 =
95 -
S g
§ 90
Z
2
< 8 = (2) HMS
= it (b) HMS-1N-0.03
5 50 - e T - (c) HMS-1N-0.10
=< (d) HMS-1N-0.15
75
70

0 100 200 300 400 500 600 700 800 900 1000 1100 1200
Temperature / °C

100 5
95 |

£ g |

§ 90

P

L 85 (2) HMS

= b) HMS-IN-0.05

éi (b)

5 80 -

=
75 ] ~(¢) HMS-2N-0.05

(d) HMS-3N-0.05

70

0 100 200 300 400 500 600 700 800 900 1000 1100 1200
Temperature / °C

(%
= o £% 1% v

JUN 4.3 nsgayFeivindiennuseauves HMS wag HMS-NH, mnseulagld (A) dnsdiu

Tneluaves APS/(APS+TEOS) wansineiu wae (B8) vinesilulaiauunnsneiu wleldnizas

Uuilgaumadl 40 aspnwaidea Wuaan 24 F3lus



A15199 4.4 N15g

parawea 1uian 24 92l

v
= o %

o

UL UTNUNUDY

HMS wag HMS-NH, fiw3ealnen1iznis

62

gunad 40

Temperature Assignment Weight loss (wt.%)
°o HMS-IN-  HMS-1N- HMS-3N-
0.10 0.15 0.05
loss of
physisorbed
Stage 1: moisture and
4.59 4.08 4.50
50-150 elimination of
residual ethoxy
group
Stage 2 : decomposition
4.07 4.33 6.91
150-300 of amine group
decomposition
of hydrocarbon
Stage 3 :
chain of 493 7.02 8.73
300-450
aminopropyl
groups
decomposition
of carbon
Stage 4 : residue and
3.83 3.70 4.96
450-650 dehydroxylation
of the silicate
networks
Total 17.42 19.13 25.10
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4.1.4 Tasea¥rangilanduveas HMS uag HMS-NH, fi3msnzidaomaiia ATR
FT-IR

JUN .1 n3muansaUnesy FTIR a3 HMS wag HMS-NH, Mnsexlagldniznisuy

[

flgumad 40 ssmwadoa 1Wunan 24 $2lua annsneasanudt Sagynuiauaniuay
(band) w29 1000 wag 1300 cm™ 18y asymmetric stretching ¥a9usy Si-O-Si lulasetne
yosensUsEnoudan wazuaulutas 940-960 cm™ uansiovyflwaruea (si-oH) AlaildiAnnis
AuuL [43] wenaniinisifiudnsdiulagluaves APS/APS+TEOS) azdenaliuauras
sy Si-O-Si M TAsumUVLLavAdY (wavenumbern) Tludumisiinasain 1067 Wu
1038 cm™ ifleaannisifiudnsdiulasluaves APS/AAPS+TEOS) aztheissufAzeants
AuuLasdAInmi v tesdaniianuvuifiudy [42) 9N3UR 4.4 wuin HMS 93
U5INYUAUNSIULUY stretching Yaasiusy C-H Asuvtiaiavadu 2930 cm™ Fauansdiony]

LBNONTMNFDGUUNURT LTBIINTUNTALATIENOUNIATANIEITIYR-138 a15AIRUTEN

winUfiselalasladauavniseruwiulaliauysaldmaliviueanondvasndeny uwoui

1% ' 1%
o o

s 1630 cm™ 10un15du bending veastuse 0—H Tuluanathigaduuuiiuii [43]
A1m5UN15dURUY symmetric bending vasWuss N-H IumijaﬁuazUﬁWﬂgﬁﬁﬂLLﬁm 1530
cm! Fowandliifuiingiofuuuiiuinvesdan venanidmuiiaruduvesfinfuualt
gty Werusnsndiulagluares APS/AAPS+TEOS) Fslnetluudragdesusnguauns
Fuveatiusy C-N fidumiaszanas 1000-1200 cm™ wiliivsingliiiuidosainiinnis

Founiu (overlapping) AUKAUNTAUTDINUSY Si-O-Si druaunsauluang 2700-3400 cm'™

\Ju symmetric stretching ve3iusy O—H veamylyausauuiuiivesdan [36, 41, 43]
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6] /7

N'H bending

C-H
O-H bending

stretching stretching
1 = 1
! 1

H-0-H C-H
:
1
1
1
\J
I
1
1
1

Transmitance/ a.u.
<<r<

w\wlwwlwwww\wlwl\wwww\lwwl\wwwwl//\wwww\wwww\wwww
00 3100 2900 2700 25001900 1700 1500 1300

Wavenumber / cm’!

95
\D
(=
<
W
Q9
(=
=]
o8]
w
(=
(=
w
Ve

sUM 4.4 arUnafy FTR 909 (@) HVS, (b) HMS-IN-0.05, (c) HMS-IN-0.10
(d) HMS-1N-0.15 (€) HMS-2N-0.05 wa g (f) HMS-3N-0.05 1ilaldn1azn1svuilgungd
40 D9 LTALTYE L‘fJTJL'Ja'] 24 SETIJ'JI?,J\?

4.1.5 99AUsENaUMLANvaI@an1lu HMS waz HMS-NH,

U 4.5 wanaaiunm3u ZSi CP/MAS NMR 89 HMS uag HMS-NH, Mineslngly
AMensUnfigamadl 40 esrwaldea lWuan 24 alus inmsmeassnuin Jagunude
uana chemical shift #&n 3 fuais Tute -80 81 -120 cm? Feaenndesiulassasreddn
giara9 Q") Fkduesdusznoulu HMS waz HMS-NH, dyanafisiunds -92 -101 wag -

111 ppm wanslassase@aniviia Q7 (Si(OSi),(OH),) Q* (SI(OSH5(OH) wag Q* (Si(OSi))

[y

MUAIRU [43] wenanidanudn HMS fidadiuvesddniyia Q* uar Q° N3 HMS-NH,

aaa

99910 HMS H8asnsiiaufiselalasladauasn1sauluureansaianudingl HMS-NH,
dawalvi HVS dvaieneandivdesglulasaasiaunnnda [45] d1m5U HMS-NH, wudsyey1u

WINTUBA 2 FUNUS 4 chemical shift -58 wag -67 ppm Fuansdalasias@aniviia T2

a

(RSI(OSI),(OH)) waz T2 (RSI(OSH), mudsy Taed R Aanyilentuduniduesorilulyiau

2

wanantimsileidungiediuuu HVS dawalvidndiuves@@iniviln Q* uar Q° iA1anas [43]

A15797 4.5 uansdosazdnaiuves T do (T7+Q") Tu HMS-NH, fifauusaae APS (HMS-1N)
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AEA (HMS-2N) uag AEEA (HMS-3N) &ai@1ivinfiu 12.9 15.6 uag 17.7 mud1su a1nwanis

NAaeedsEUNsagudunssieRnvemysviluvuntiaas HMS loeegsauysal

raw peak 3
_____ devonvoluted peak Q
cumulative peak

T3
Tz

(d)

-40 -60 -80 -100 -120 -140
Chemical shift / ppm

sUd 4.5 @unadu 2°Si CP/MAS NMR ¥84 (a) HMS (b) HMS-1N-0.05 (c) HMS-2N-0.05 wa

(d) HMS-3N-0.05 w3enilagldinynsuniionmgdl 40 ssrwadoa Wuan 24 Falug

a

715199 4.5 peRaUsenaunwAiivesdanigdanivie T7 way Q7 Tu HMS wag HMS-NH, 71

a

wiseslagldnnznmsuniioamall 40 esmwaidea Wuan 24 9alus

Y

Sample Si species distribution (%)

XT/2(T™ + Q") (%)
HMS — — 11.66 6952 18.82 —
HMS-1N-00.05 4.82 8.09 7.86 53.52 25.71 12.91
HMS-2N-0.05 3.04 12.57 11.84 4769 24.86 15.61

HMS-3N-0.05  3.79 13.89 1134 46.49 24.49 17.68
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4.1.6 GUUAAUNTUYDY HMS Uag HMS-NH,

SUN 4.6 nslelafisunisandu-nisasuialulasiauves HMS wag HMS-NH,

Y Y

a

wisulagldniznisuniiguugll 40 esmwai@ea 1uian 24 93109 91NN15NABINUIN

Y

Y a

annnviininisuandleloifisunisgaduuuy Vi ifsdamesda (hyteresis loop) M3
LUIUTEINYRY IUPAC Faifudnwuzlanizueaianfidsniusuianana (mesoporous
material) una N ERIuNLveeEaNeIdaTinuTuFuRNE (relative pressure, P/P,)
1N 0.6 Fiufagngurunanansiidouslug d1msu HMS-NH, aeduTuunsgady
N1 HMS iilesainnsunuiivesvigiefiunielugniuues HMS-NH, dewauiunmsgnyuian
anas uendIninInE iU APS ierualuianaveseriluluauazdenalvinedaines
Fadluinidnad Liosaneyniavesianuinnissiuiatudssalivuinoynedivunelngjiu
Fananslugui 4.8
auAAamuues HMS uag HMS-NH, fiduaaildainnsinnisgaduuaznisaeuia
lulnsiauasulilumsnedl 4.6 annmamsiasIzsinud1 MsfiyIa APS wionsiiinauin
Tuanavesorilulsiauavdswalsiufiadineg (986-396 m? g ) warUTunssngu (0.52-0.21

cm’ ¢ 1) deanauilowIeuiiguiu HMS SUT 4.7 Uanin1snseaneuuInnguves HMS uag

HMS-NH, fifnwiadlaain BJH pore size distribution wuinianinseulafivuingnsuluyag

2.80—2.94 uluiuns Fudugnguuuianas wenandnsiiudsua APS wisruialuiana
vasezilulgiauazdmalvvuingnulngdu iesnvyiediuvesesziiluluauaiuisaiin
wusylalasiauiunyiediuvesluiana DDA [36] lagn1sifiuvesvuiagnyuiuagduiunsiiiy
U3unas APS snnndndnuumyeriilulussiluluiay Wewinvaflanduniinain APS day

1Y = a (Y 1 < =] & a £% ! ! sy A & !
gvesaslgduiainnisnszanefmedradussidovuunuialaunnndmyftandunduaely
817 danalvivyiofiuves APS iinfiuszlalasiaulaensaiunyiediuves DDA lasnitezilluly

wunddungedululuanauinndy dmsu HMS-NH, Miladdumessiilulgiauaislgyn

wazdidiuiuvgieiu 2-3 nyluluana azfiansiussvesanglglumuiiuiivewids@inilay

1%
a 1 v

ﬂmﬁmé’umﬁ%mﬁuizwjﬁwaﬂ'Laﬁuﬁumﬂqjamaauuﬁum%ﬁmmuwuﬁz"l,aiﬂmmﬁmma

Tvurngnuuandsduiisndntdes uwidwmalindavesddnifinnununiudy [44]
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NUITeTRIUIN [34, 35, 45] LaTin5d0ATIE9F HMS-NH, Tneldosalulaausia APS AEA

(%

LAy AEEA fignsdiulagluasesar 15 wudn Wuiiadmg (62-314 m” ¢ uazUSunsg

'
o Yal | o L

WiuvesTannseulatia1fng HMS-NH, venuided dewalian HMS-NH, nseulaain

A TFNTRANUNTUANIIUITE AR LN

3500 3500
A

®) (d) HMS-3N-0.05 g8

M

(d) HMS-1N-0.15

3000 - 3000 A

o]

w

(=

(=]
I

2500 + (c) HMS-2N-0.05

(c) HMS-1N-0.10

[

(=

(=

(=]
I

2000 +

(b) HMS-1N-0.05

1500 4 (b) HMS-IN-0.05

—_

W

(=

(=
1

1000

Quantity Adsorbed (cm?/g STP)
=
=

Quantity Adsorbed (cm?/g STP)

500 500

0 0.2 0.4 0.6 0.8 1 0 0.2 0.4 0.6 0.8 1
Relative Pressure (P/Po) Relative Pressure (P/Po)

UM 4.6 nalleloweunisgadu-meduuialulnsiauves HMS uag HMS-NH, NinSeulae

19 (A) dnsa@ulaeluaves APS/AAPS+TEOS) wanmnaiy wag (B) sinazilulaiaulansgiy

a

dieldnmenisuniigumall 40 esrnwaded [Wunan 24 T3l

Y

A) (B)

(a) HMS = 2.80 nm (a) HMS = 2.80 nm

(b) HMS-IN-0.05 =2.83 nm (b) HMS-IN-0.05 = 2.83 nm

a g
= (c) HMS-IN-0.10 =2.94 nm 2
= =
S o
(d) HMS-IN-0.15 = 2.96 nm
1 3 5 7 9 1 3 5 7 9
Pore Diameter (nm) Pore Diameter (nm)

JUM 4.7 N13N588VUIATNTUVDS HMS Uag HMS-NH, Anseulasly (A) dnsidiulagly
8999 APS/(APS+TEOS) uansinariu uaz (B) vllnesiilulsiauuananeiu Wialdniznisuui

aaumgdl 40 esmwadea 1Wua 24 9alu
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a

A1519% 4.6 auURANUNTUYDS HMS Uag HMS-NH, fiangnisusigumail 40 sariwalgya

Y

Wuan 24 47lug

Seer” Sed” D’ Ve Vo' W
Sample®

(m?¢hH  (Mm?¢hH  (nm) (em’¢h) (em’¢h)  (nm)
HMS 986 469 2.80 2.41 0.52 2.41
HMS-1N-0.05 627 246 2.83 1.92 0.40 2.49
HMS-1N-0.10 420 102 2.94 1.05 0.29 2.49
HMS-1N-0.15 396 136 2.96 1.00 0.21 2.53
HMS-2N-0.05 451 175 2.84 1.73 0.30 2.83
HMS-3N-0.05 212 20 2.84 0.48 0.26 2.96

® Extracted samples

b BET surface area

¢ External surface area determined from t-plot curves

9 Pore diameter calculated using the BJH method

¢ Total pore volume

f Mesopore volume

¢ The framework wall thickness was determined by subtracting the BJH mesopore size from the repeat distance

between pore centers.

4.1.7 §ug1uInenvas HMS uag HMS-NH,

JUM 4.8A UaAIFUFIUWINGIINAMEY FE-SEM ¥Be HMS FaUsenaunigannin
YuRLaninn1sTINitueg eI dawaliingesineseninteyna (interparticle voids)
a = ¥ LY a6 o & a a
dlawnn 12-25 wilues Saeaadesiuloladisunisgadu-nsasuialulasiauiuaniied

aa |dl o L U (3 ! dl dl L3 a
AneITAVUIANANUAUTNINGIIANTY 0.6 (UM 4.8) UM 4.8B-4.8D uandauguinen
A1NNINEY FE-SEM ¥4 HMS-NH, Al4 APS tJuseiilulaiauionsidrulaaluaves
APS/(APS+TEOS) Tuta4 5 §i3 15 wu31 aunm HMS-NH, iiansduilunguisuiazivuin
Ingvudlaiiuyiuaves APS 1ndu esnnuyiedululuanaesilulyauiiaudfiduiva

Feaunsatiessanisiiauisenlalasladauasnisaiviuuves TEOS danalioyniavuin

2 a v o 1 1 .
L'ﬁﬂLﬂﬂﬂ'ﬁﬁ"JNmeﬂULUuawﬂqﬂsUU']@IWEUUSUU [42] uaﬂmﬂuﬂ’]’iLWJJSZJu’]ﬂI?,JLaanUE]Q
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srilluloauaglvinanuildufgiiunisiiiuyIuia APS deanslugui 4.8E-4.8F Lilpeann

Pwumyieiiululuanavesesilulaawiniuazdmaliauluvaingniudesinig

a aaa

AnufAselelasladauagniseuuiiuges TEOS Wfu1ntu vilweyniavuiaidniinns
mmﬁ'ﬁuﬂuaqﬂmmumﬁlmﬁu

U7 4.9 wansduguine1anamans TEM 489 HMS wag HMS-NH, wuin Jaqus
azmilldnuazlaTE@segnIuAaeIueu (wormhole-like structure) [36] uananisanys
HMS-NH, fvuagngulvgiuagaidanuinil HMS Tnedannndunuqnuesiufidnmduany
fagngu dusunamesiuiisuansdmdwosdiniifanumifiviuaenndostunanis

AaszaudRnunudwanslunsem 4.5
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Ao
o 8.
e 4! ,"

NCTC 10.0kV 6.1mm X100k SE(L)

(pp——
500nm

500nm NCTC 10.0kV 6.0mm X100k SE(L) 500nm

Ul 4.8 nweng FE-SEM (fndauene 100000 i) 484 (A) HMS (B) HMS-1N-0.05 (C) HMS-
IN-0.10 (D) HMS-1N-0.15 (E) HMS-2N-0.05 wae (F) HMS-3N-0.05 1ol n19zn 15U udl

gaundl 40 serwaea Wunai 24 Tl

9 Y
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sU# 4.9 amdne TEM (§1§99818 200000 1¥11) U89 (A) HMS (B) HMS-1N-0.05
(C) HMS-1N-0.10 (D) HMS-1N-0.15 (E) HMS-2N-0.05 Wag (F) HMS-3N-0.05 Ain12gn 15Ul

aamqdl 40 asmwaidea 1Wuan 24 F3lus
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4.2 NM15891A51%%4 NR/HMS wag NR/HMS-NH,
4.2.1 duUAYeIATI8519989 NR/HMS waz NR/HMS-NH,

U7 4.10 WansgUuuy XRD 989 NR/HMS wag NR/HMS-NH, filSeslagliniazns

Uuflgaumall 40 esenwaidod WWunan 72 Falus wudi Jaguaaziiuansiin XRD 71 2theta

Usguad 1.80-1.94° Faduiusiuszunu (100) Tulassasrailanasawuuianazlnueanil
lAsenedainaLuugnueu uenanddanudn HMS aziianaduvaeiingandn NR/HMS
.q' a 1 1 % = ¥ = U
\HenluanavedeNesIuAvzdwranan sins vedaTaiwuuenesinueaillane da

= 9 ' | Y] aa 0 ) = I ~
ézjﬂmLaqaﬁuaﬂmwmﬂﬂLL‘V]iﬂaqizmwmuwawamﬁmmmﬂ,‘w NR/HMS danutdusslusu
anad [11] WedSunuvesezilulaiauinady avdanalnlasasiaues NR/HMS-NH, fiAanu
] ~ oA ) ~ =~ a a A
Wuseilevanaadumeinunsaives HMS-NH, Wesannmsiiudsunaeseriilulagausuniu

N15USLNOUFMLEIUDIANTANNUALATIAS1ILAaaNTAIAuTaNT agrelsAnuanudussidaun

anad uansienisreinvemyiadiululasaadieves NRHMS-NH, [34, 35, 41] uin1siiiy

Usinawoserilulmausdmwaldmums 2theta @ouluiiAfiatu (1.80—1.94°) Fapsnail
4.7 Wuansendidalasiainsves NR/HMS wag NR/HMS-NH, eldnnnznsuuiigumadl 40
ssmwaldoa Wuan 72 92l 91nRan1sMAasInud nsiuUTuIa APS 93719 dig
waz a, 199 NRHMS-NH, fidranas iiesananinuavesesilulsiauszdwmaliasazaied
A dudufiuty W ILULANAYDIETTUYIRTOUNTIVDITANUAANITNAM AT UazUUIA

wadnuae (unit cel) Lanas uananiiian NRHMS-NH, idauusaae APS a1u1saLiiy

Ysinaeriilulaauldgedisfesay 15 lnedsnsillassasiauwuuianazlndaiilanaa
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—_
@)
=]
=

(a) IMS

(b) NR/HMS

(c) NR/HMS-1N-0.05

(d) NR/HMS-1N-0.10
(e) NR/HMS-1N-0.15

2 3 4 5 6 71 8
2-Theta/degree

gﬂ‘ﬁ 4.10 gUtUU XRD 189 (A) HMS (B) NR/HMS (C) NR/HMS-1N-0.05 (D) NR/HMS-1N-0.10

uaw (E) NR/HMS-3N-0.05 Wileldnnznsuiigamy

a

Y

03 40 asrwaLdea LWuan 72 97lug

A1519fl 4.7 duiRidalaseadnawes HMS NRZHMS wag NRHMS-NH doldnmzn1suad

gamndl 40 ssmwaiea \Wuia 72 Falus

Sample? 100> (NM) ay” (nm)
HMS 4.51 5.21
NR/HMS 4.91 5.67
NR/HMS-1N-0.05 4.80 5.55
NR/HMS-1N-0.10 4.75 5.49
NR/HMS-1N-0.15 4.56 5.26

¢ Extracted samples

b Interpalnar spacing of (100) plane (d;qo) obtained XRD analysis

© The repeat distance (a,) between the pore centers of the hexagonal structure was calculated from

Qg = 2(:]100/3‘/2
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4.2.2 99AU5ENBUSINYDY NR/HMS wag NR/HMS-NH2

A397 4.8 wanaUIunuvesvyiofiunazfesaznisiudsu APS 483 NR/HMS uas
NR/HMS-NH, filnFoalnsn1ignisuniiguugd 40 esanaai@oa 1uiian 72 dalus
91NHANIINAABINUIT NRHMS laifiusunasiglulasiauiluesduszneu wansliiiudd
ansaaia DDA Fadumsimuslassairseonainianliogisasysal @3 NR/HMS-NH, 3
Uinamemyesiuiilafictdesninunanumgu] sudeunamainuiifeinisauwiu
5311119 APS ffu TEOS Tilalamysal [15] WelfinTanames APS azdwmaliuiinauesviyietiu
Jiutu uar¥esaznaildsunes APS uluainfesas 53 10y 80 way 83 Wlaifiudnaidan
Tneluauas APS/(APS+TEOS) 91n¥asa 51U 10 uay 15 auddy tiosnnmyoiudud
At duuadeaninsadisswiisonsmuuiuvesdanmiiatu [42] Fadu NRHMS-NH,
MwTeusesndulagluaves APS/AAPS+TEOS) $auay 15 (NR/HMS-1N-0.15) SailuFuna
vyjlofiugegn (1.84 mmol g1 eehslsfnailowIouuiamomyefiudy HMS-NH, nu1
NR/HMS-NH, 3giiU3u1auveavyiediuiioanit HMS-NH, Weosanluseninanisdunsiey
NR/HMS-NH, L3tanavese1953581#a8andnsIn1sin U] ize1n1sniusiusening APS fu

TEOS danalviusunasvevgiediuusnguuiuiiiniglugnsudaniosnin HMS-NH,

A13199 4.8 USuveanyleliuuaziesaznisivdeusziluleiauves NR/HMS uag

NR/HMS-NH, Wleldn1agnsundigamall 40 esrwadea 1Wuan 72 Falus

Amine concentration (mmol g*)

Sample %conversion
Theoretical Experimental
NR/HMS 0 0 -
NR/HMS-1N-0.05 0.81 0.43 5291
NR/HMS-1N-0.10 1.54 1.23 79.78

NR/HMS-1N-0.15 2.20 1.84 83.44
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4.2.3 N3Ea18AMNIIAMNTIUVDS NR/HMS taz NR/HMS-NH,

100

95,\%5:-«\

90 |

85 - RN
80 1 RN

\‘\\
75 - NS

70 N \*1‘:—-———_Ea%NRJHMS

N NR/HMS-1N-0.05
65 1 R — (¢) NR/HMS-IN-0.10
60 - N
55 T (d) NR/HMS-1N-0.15

Weight loss / wt%

5 0 T T T T T T T T T T T
0 100 200 300 400 500 600 700 800 900 100011001200

Temperature / °C

JUN 4.11 nsgaydedmiinaisnnuseuves NR/HMS way NR/HMS-NH, tieldn1iznisuy

=

aungdl 40 ssmwada 1Wuan 72 Falus

1%

gﬂﬁ 4.11 uanansmin1sgeyideinniinyes NR/HMS uag NR/HMS-NH, IRt

a

Tngldnmznisuufigaumall 40 ssmwadua WWuan 72 43119 99nn15VAaeInUd)

Y

1713& NR/HMS wag NR/HMS—NHQﬁﬁwunwaé’mmiﬁuﬁaﬁm APS (NR/HI\/\S—lN)‘ﬁ1

[y

dnsadiulasluavesosilulgiausige WLanitenIseEaIedl 4 Tunau (115199 4.9)

(% ' (%
1Y v a a o Y

il Tun 1 nsagidedminlugeeamall 50-150 ssrwaidea Wun1sssimeved

o

ANNTUNgATUULTANLAZATARIAIYBINYLENONTNIADRELIB99 1N TEOS A

(%
= o Y

Unsenlealasladalaauysal [15] wonainlinisgeyideuimtdnuas NR/HMS waz

o

NR/HMS-NH, Tugasfiazdouninilefioudu HMS waz HMS-NH, 199910874

sysuyAneglulassaiive@dmilandiliveuihdwmalinisaadunnuduuuian

| a

tosas 1un 2 n1sagdsuininluyiegumngll 150-250 ssrngadoa 1un1s
NnUAzeeanTadu (oxidation) vaenssssuyfdralilugisliagyilviiminien
Winuillesnnsviugisensenineiiuse (C=0) luaneldiveandiau uagdmsu

NR/HMS-NH, aziin1saanesivemsieiululassasimyozilulnsiianis lngnuin

1%
Y

nsgeysdsiininiiuunlduiingsdu Weaiusnsidiulagluaves APS/APS+TEOS)
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Tuil 3 nsgeydenninlugisaungll 250-450 esrwaldea 1 unisaanadives

o

anelglalasasuauveseesssuminasnyueaatulassasimyevilulnsfiauys
an mduninAIsusu (carbon residue) [11, 43] wazduil 4 Msgaydaundnlugag
gl 450-600 esAgaded \unisaanadivesninasueutasnylsaueauu
WuReunszvIuRlansondlatu (dehydroxylation) [[11, 41, 43]

A15199 4.9 MsgayLdeuIntinyes HMS NR/HMS uag NR/HMS-NH, finsealagniznisuy

Moamndl 40 osrwaidea Juan 72 Falus

Temperature Assignment Weight loss (wt.%)
o) NR/HMS-1N- NR/HMS-1N- NR/HMS-1N-
NR/HMS
0.05 0.10 0.15
loss of

physisorbed

Stage 1: moisture and
3.0 3.0 33 3.8

50-150 elimination of

residual ethoxy

group

oxidation of NR

Stage 2 : and
0.4 1.2 13 2.8
150-250 decomposition
of amine group
decomposition
of hydrocarbon
Stage 3:
chain of 16.9 15.3 16.7 19.8
250-400
aminopropyl
groups and NR
decomposition
of carbon
Stage 4 : residue and
9.3 11.7 13.7 16.4
400-650 dehydroxylation

of the silicate

networks

Total 29.6 31.2 35.0 42.8
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4.2.4 Taseaiavglenduvas NR/HMS wag NR/HMS-NH, fasrzidlemaia

ATR FT-IR

UM A.2 Lanaaiunadu FTIR wo9 HMS NR/HMS Wway NR/HMS-NH, Minseslaely

a

mwmsﬁmﬁqmmu 40 earwaidea 1unan 72 $alue 9NnTMeaeInUn Tannnuila
wanswaulugie 1000 wag 1300 e 1u asymmetric stretching ¥99Wuse Si-0-Si Tu
Taset1vesansUsEnoudant uazuaulugae 940-990 cm’ uansfivyleaiuea (Si-OH) 7
lailannsaaunuy [43] dwsu NR/HMS ﬂ%UﬁﬁﬂgLLﬂUﬂ’ﬁgmLUU stretching 1@y bending
YouUsy C-H Tisunisauaiu 3050 2966 2930 2844 1455 uaz 1376 cm! uwansdawau
londnvalvesessssurRsandiiiuiiflonssssumplulasiasne HMS [11] wenaninis
ndnsadulaeluaves APS/AAPS+TEOS) ludan NR/HMS-NH, azdawalviuauvesiusy Si
O-Si \inn1sideuretarniu (wave numben lWlunnafidiasann 1060 1y 1035 cm’
A1SUNITEULUY symmetric bending vaaiusy N-H .‘Luwy}aﬁu%ﬂsmgﬁﬁumm 1530
cm Fawansliiituindngefiuuuituinesddn uadmuinrnduvesfiaduunl i

[

ga%u Walliudndulagluares APS/APS+TEOS) 8neing wenantldausinguauisumia

v
o A o

1630 cm’™ wanen1sduLUUee (bending vibration) vesiusy O—H vadluianaiiigaduuu

Y

fuRn [42] wazwaunisdulugag 2700-3600 e 1y asymmetric stretching oISy

O—H vy lgaruoauuuRve@anddinaiduiiedtiu HMS-NH, lilansuneadniuen

SITUVIR
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77 N-H

@ C-H bending C-H

strecthing

H-O-H ! bfl:nding
1

Ve

Transmitance/ a.u.

e /. —_—
3900 3700 3500 3300 3100 2900 2700 25001900 1700 1500 1300

Wavenumber / cm!

E‘Uﬁ 4.12 an®su FTIR U84 (@) HMS, (B) NR/HMS, (c) NR/HMS-1N-0.05, (d) NR/HMS-1N-
0.10 kag (e) NR/HMS-1N-0.15 Lﬁ'ai%’mwmiﬁuﬁqmmgﬁ 40 a3ALwaLR YA LuLan
72 #las

4.2.5 99AUsENaUNLANYIRAaNTTY HMS HMS-NH, NR/HMS wag NR/HMS-NH,

SUA 4.13 uanaaunm3u Si CP/MAS NMR 483 HMS HMS-1N-0.05 NR/HMS waz

[ a

NR/HMS-1N-0.05 91nn15naaInudn anynuiaians chemical shift nan 3 @i
T34 -80 &3 -120 cm ! Feaenndestulaseadadanividanieg Q" Miusdusznauly
HMS HMS-NH, NR/ZHMS wag NRHMS-NH, dyaynaufisumia -92 -101 waz -111 ppm uand
lassase@anivin Q7 (Si(OSi),(OH),) Q° (SI(OSs(OH)) way Q* (SI(OSi),) MUSIFU 115U
NR/HMS-NH, wudeyeu1ys sisdudn 2 fumis ai chemical shift -56 uay -66 ppm T9uana

falaseadnaddnivdn T2 (RSIOS)OH) uay T (RSIOS); iud sy laud RAe

! € a a 6 a dqj & o ! = 1 Y ! aa
‘1213{11‘17\]\‘1ﬂ“UUE)UVliEJ“UEN@%lIIUI‘(ILau UQﬂQWﬂUﬂWiﬁﬁﬂ%UM%L@MUU‘U HMS denalidnaiuuesa

¥
=

n1via Q” way Q° HeAnanas wi Q" WNUY [43] 11351991 4.10 wansdndIuveIdanIvin Q°
Q’ uag Q" Wi HMS tuazildndiuvesdaniviia Q° uaz Q' gand1 NR/HMS Lilaeanens
sysurAszaenisiinuiselalaslagauaznisaiuniuvesansasiuvdanaliiigienand

o

wideeglulaseasia NRHMS-NH, Iuﬂ%mmﬁqaﬂdw HMS-NH, [11, 46] uananUdLans
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'
=

Lovavdndluves T de (T7+Q") denuinly HMS-1N-0.05 wag NR/HMS-1N-0.05 & iiein

'
% =2 a

WU 12.9 kag 20.72 audeu Gedndruvesalddvide T Mviudutulilawanadsusunn

1%
1 v

A TUBUNIENT VRN URITAN U TR NR/HMS-NH, Lobiinaiy 1iafia15a191nRans

Y

AT18YRIAUTENOUTINYDY HMS-IN-0.05 waz NR/HMS-1N-0.05 wuinUsunavamiediy
194 NR/HMS-1N-0.05 fiA1tfosnin HMS-1N-0.05 Fananslsiiiuiinisifinvesdndiuves
alfduin T Wunsznyleaiueavuiiuiafidianas esinnsileguesensssuvifiaz
daaliansinsinufiseinisauwiutias dwalilsunualydvedlassiedanivie Q°
Loy Q° anas Wledwanfesavdndiues T de (T7+Q7) 489 NR/HMS-1N-0.05 Jsilen
11nN31 HMS-1N-0.05 991nnan1svnassdsassndudunsdefnvesyiofuuuniaves

NR/HMS lieisasiysal

raw peak 3
_____ devonvoluted peak Q
cumulative peak

NR/HMS

HMS

-40 -60 -80 -100 -120 -140
Chemical shift / ppm

sUT 4.13 awdnn$u Si CP/MAS NMR 9849 (a) HMS (b) HMS-1N-0.05 () NR/HMS uae

(d) NR/HMS-1N-0.05
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715197 4.10 AN FNRSYeEUTdlasenedan1atia T7 way Q7 89 HMS HMS-NH,

NR/HMSuag NR/HMS-NH,

Sample Si species distribution (%)
XT7/2(T" + Q") (%)
-|—2 -|—3 QZ Q3 Qll
HMS — — 11.66 69.52 18.82 —
HMS-1N-0.05 4.82  8.09 7.86 5352 2571 12.91
NR/HMS — — 20.22 66.52 13.27 —
NR/HMS-1IN-0.05  4.26 16.46 14.03 40.50 24.76 20.72

4.2.6 FUUAAUNTUVDY NR/HMS wag NR/HMS-NH,

U7 4.14 (A) uamanswleloiisunsgadu-nsmeoufalulnsiauses HMS NR/HMS
Lag NRHMS-NH, ftasoulasldniiznisuniiguvgd 40 esanwaidoa tuinan
72 Flus 9NN15NAABINUIT NR/HMS ez NR/HMS-NH, fimsuanslelaisunmsaaduiuy
VI fiflnsBane3da (hyteresis loop) Fadudnwazianizvesiagfidngusuinnana
WuRenfU HMS dwsu NR/HMS aziiuSinanisgadusinin HVS Lilesannsunuiivesens
sssumilulassainevesdaniuaz/miontegluswguuns NRHMS [11, 46) uananil nnsdl
Tuanavesevsssuwflulassasiwedidnazdiliouniavesddniiinssmudidunquioud
R Fadunaldann NR/HMS agiiasdamesfadnnin HMS 1§y NR/HMS-NH, ey
MsmUTINves APS azdwalviusnanisgatuiiaanasuasduinlisdameitaiivuin
nas flesaneynavesianinnssmitudssalivunneynafivuialngiu Sdlvna
WULREINU HMS-NH,

auAnumuIes NRHMS wag NR/HMS-NH, iduaaildainnsinnisgeaduuas
memeufalulpsiauagulilunssdl 4.11 :inkansiiesiginuin msifisn3anm APS dawa
THNUAIT1NA Y (492-396 m? ¢huagUiuimsgnguy (052021 cm’ ¢') v a9
NR/HMS-NH, Tunlifuanas esarnnisunudivgiediunielugnguvos NR/HMS-NH, dawa

= =

USunsgnuanas uagilolSguiioy HMS-NH, Ni1un13daudsateg APS M8nsidiu

[

WAeauagtiiudn NR/HMS-NH, SufiiidimizuasUsunnsgnsuiesndt HMS-NH, 1eean
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maifisdiina APS avdsralansazanslunnedouianuuuagatunudiinaues APS
Jedmaliluanavesrafansvaiuazsufudunduiousnniy Ssdsmaliiunsgngu
anag mﬂgﬂﬁ 4.14 (B) WaAINIINTLAYIUINFNTUVDY NR/HMS thag NR/HMS-NH, fidnal
1#91n BJH pore size distribution nuidvuingnyulugag 2.48 - 2.90 unlutuns dudus
wyuislunAnans uagNR/HMS Sluunnsnguuinnindu HMS iesanlaanavesenadily
unsnlulassadresngudssaliiouiagngu NR/HMS fianisuened uenaininisdiiuuiana
APS TuFan NR/HMS-NH, azdawalivuingnyuiiaas iesanluanavesenadnluunuily
Tssadnsgnsundouaduuiiuivesillonetatdnuasdofiniinu APS agvilvinssdofin

yosgefiululassadagnulvsinasintulunalivuagniuanas

3500 & )
(e) NR/HMS-1N-0.15

(d) NR/HMS-1N-0.10 j

(c) NR/HMS-1N-0.05

(a) HMS = 2.80 nm

3000 a

3]

wn

(=)

(=]
I

[
g
[=}
dv,/dD,

1500 (b) NR/HMS
(b) NR/HMS = 2.90 nm

1000 |
(c) NR/HMS-1N-0.05 = 2.63 nm

Quantity Adsorbed (cm?/g STP)

(a) HMS
500 d) HMS-IN-0.10 = 2.55 nam
¢) NR/HMS-IN-0.15 = 2.48 nm
0 T T T T
0 02 04 0.6 0.8 1 1 3 5 7 9
Relative Pressure (P/Po) Pore Diameter (nm)

U# 4.14 (A) nsmilelameunmsaadu-aeduuialulasiauuag (8) nT1n13nsEaIefvwIn

CaN

JNFUVBI HMS NR/HMS wag NR/HMS-NH,



a

A5197 4.11 andRennumgures NRHMS wag NR/HMS-NH, leldnniznisuuiigumndl 40

Y

parawea 1uian 72 92l

Seer” Sed” D’ Ve A Wi
Sample®

(m*¢hH  (mM’¢"H  (nm) (em’¢h) (em’¢") (nm)
HMS 986 469 2.80 2.41 0.52 2.41
NR/HMS 492 241 2.90 1.324 0.23 2.77
NR/HMS-1IN-0.05 378 184 2.83 1.06 0.15 2.92
NR/HMS-1IN-0.10 238 110 2.71 0.92 0.10 2.94
NR/HMS-IN-0.15 115 21 2.48 0.14 0.08 2.78

® Extracted samples

b BET surface area

¢ External surface area determined from t-plot curves

94 pore diameter calculated using the BJH method

¢ Total pore volume

f Mesopore volume

¢ The framework wall thickness was determined by subtracting the BJH mesopore size from the repeat distance

between pore centers.

4.2.7 §uguIngnvas NR/HMS uag NR/HMS-NH,

U7 4.15A wanadmug1uINe19 A Nae FE-SEM 989 NRZHMS wudn oynia
NR/HMS tinnssaumiiudwalivuineynialvginitounia HMS dwaliiniedinesening
oymafivunn 25-30 wiluwns Ssaenndesiuleluifisunsgadu-meduufalulnsiousenis
\AmsBameTafinnududiusinsainnnin 0.6 (U 4.14A) UM 4.158-4.8D uansdnignuine
91NN NEY FE-SEM 989 NR/HMS-NH, 714 APS 1Juasiilulatauiiifovazlnsluaves

APS/(APS+TEOS) Tuta9 5 §ia 15 wud1 aun1A HMS-NH, tinn1sduilunguieuiivunalug

¥ '
=

Tu Weliuusuaved APS unTu esannniedivluluanassiluluauiandhduuads

aunsarietsansiinu)asenlalaslafauaznisaiuiiuves TEOS wazlulanavodens

[

sysupmianIsuadidmalieynavadnianissmiudusynavwningtu
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U7 4.16 uansdaugIuimenanaIwes TEM 489 NR/HMS wag NR/HMS-NH, #ui1

anusiagmilanwurlasweIgnIuAfeiuILed [WWReINU HMS [11]

N

NCTC 10.0kV 6.0mm X100k SE(L) 500nm NCTC 10.0kV 6.2mm X100k SE(L) 500nm

NCTC 10.0kV 6.2mm X100k SE(L) 500nm

Ul 4.15 amene FE-SEM (fndawene 100000 i) 484 (A) NR/HMS (B) NR/HMS-1N-0.05
(C) NR/HMS-1N-0.10 wa (D) NR/HMS-1N-0.15 Wlsldnniznsuniigamadl 40 ssaieaiiva

Wuan 72 H2lug
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U7 4.16 nma1y TEM (F1&s1818 200000 1311) W84 (A) NR/HMS (B) NR/HMS-1N-0.05

I a

(C) NR/HMS-1N-0.10 uag (D) NR/HMS-1N-0.15 iilsldnniznisuniigamail 40 esmwaldea

Wuan 72 H2lug
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4.2.8 autAnuliveuivasTagnduasieila

SUR 417 wansawanen1sTayududaves HMS HMS-1N-0.15 NR/HMS was

NR/HMS-1N-0.15 Wuin Agaiduifaves HMS #1ndn HMS-1N-0.15 FosnmadinuUsiui

[ a

mvaziilulyawinlvinyleaiueatslinuyeuiignunuinengesiilulnsiiagadaiuyeu

(%
o v

Wloanimylearueailunalin HMS-NH, fiauweuinanad [28, 29] @1 NR/HMS duaxdl

Ly I a

Aruduiaaandn HMS Mduilinsie NR/HMS fluianavedsnssssurfdslidvevineglu

Y

1%

TAs9a$199998an13adunalyn NR/HMS fanuvautiisainid HMS [11] wastilosauwlsiui

' £ '
a1 a = ¥ =

194 NR/HMS sheazilualataufvivlvasududaiinddnfiuiuie anasei 4.12 uans
R Suiariialgues HMS HMS-NH, NRZHMS wag NRHMS-NH, nudn msifiauSunas APS
viesnungiefiululianserilulsiouardsalidnududadenfiuduidomneuvoui
vosiuitesdamilnianas warnsiieguesenssssumitudteliaudiaulivoufisiy
Bnde nuantsnaesdsduduldiinisihian HMS fidaudsiufadevyefiusnaounadn

AugesIsufvsrIsysulgsaudinuliveutila

A B

/

S

sUR 4.17 awdren s Tanududaves (A) HMS (B) HMS-1N-0.15 (C) NR/HMS uaz

(D) NR/HMS-1N-0.15



a5l 4.12 ANLUEFUEEYDS HMS HMS-NH, NR/HMS wag NR/HMS-NH,

Contact angle

Sample

Left Right Average SD
HMS 14.257 14.845 14.55 0.42
HMS-1N-0.05 16.693 15.35 16.02 0.95
HMS-1N-0.10 22.199 21.727 21.96 0.33
HMS-1N-0.15 25.513 25.993 25.75 0.34
HMS-2N-0.05 18.991 19.537 19.26 0.39
HMS-3N-0.05 21.038 20.171 20.60 0.61
NR/HMS 27.080 27.591 27.34 0.36
NR/HMS-1N-0.05 35.348 35.242 35.30 0.07
NR/HMS-1N-0.10 38.175 38.713 38.44 0.38
NR/HMS-1N-0.15 86.309 85.311 85.81 0.71

86
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unN 5

A7UNaNTTIBUATUBLEUBLUY

5.1 #3UNan15Y

=

NUAFYUANWINTHTIUADUNDANTLA VU L ULUA TUD Y19 TTUINR /L wnaSaTan17

1 [y X a v = a 1 1 1 ] 1% aal a g
N'W‘L!fﬂi@(ﬂLLU?WUN’J@’JEJL@&JUGUUG]WN"] HIUNIIAIULUUTINAIETD WA -Laalunedunais

Toeldnnsziafianalsdainmiudanidasy Tandaeiiy Wuansiirunlasiadng uwas wase

[y

Talasiinsy Wusvinazateesilulsaunldluuideds 3 vds 1oun APS AFA way AFEA

(%
[

Nt dagiessulaunfnwandinianieaimiaziedl 31nkansAneITeaunsaasy

[

nalenat

nsifingamgilunisundmiuniseien HMS-NH, azdanaliauduszdey

[N

Y83lATATNLANUANAILFILYIBLTINSARURATEINTA UL U LAINE ARSI
1 a ¥ QI é’ 1 QI 1 1 Y a aaa
nyieiiululasaiaiuy daunsifiussesanlunsunazdwalifinujisen
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P v X Ada o 2 1 a
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ruuszidasvvedlaseasne wazgaudfnnunguiuunliuanas Ing HMS-NH, 9
W3BUAEOns1@UlneluaYas APS/(APS+TEOS) 508@y 15 (HMS-1N-0.15) way
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3. NRZHMS wag NR/HMS-NH, Msdouldiduiandaniiisngunuuile faundy
seidovroslaseadne Auiasunig (492-115 m? ¢1) wagUTuInsgwgy
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Annyiadiulamemeatia TG/DTA FTIR CHNS/O elemental analysis Wag Solid-
state®Si MAS NMR
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o a = o [ = = W Aaa o/ 1'% =
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A 1 A1SAUIUNUIMUNAITANUTANT wazazllulaiau (ANS) d1sunisnsauiilanass
FanaauUsaieadiy (HMS-NH,)

M15197 N.1 1aluaNaveaIHIRLEEN uaresllulyaudmsunswsey HMS-NH,

Chemical  Molecular weight (g mol™")  Assay (%wt/wt)

TEOS 208.33 99
APS 179.29 971
AEA 222.36 971

AEEA 265.43 >80

fhetnanmswSentan HMS-NH, isasarulasluaues ANSAANS+TEOS) wirfu 0.05

Muunsns1aulneluawead ANS/(ANS+TEOS) windu 0.0027 fia (0.0027+0.0504)

. 208.33¢ TEOS
USunuwes TEOS 7114 = 0.0504 mol TEOS X —————— = 10.5 g TEOS
1mol TEOS
o , 100¢solution
MtuUsNNYeIEnsazany TEOS 91lY = 10.5 ¢ TEOS X ——— = 10.6 ¢ solution
99¢ TEOS
. 179.29¢ APS
USunauues APS 9114 = 0.0027 mol APS X ——————— = 0.48 g APS
1mol APS
N , 100¢ solution
MTUUSIUUBIENTAYa1Y AEA TIlY = 0.48 ¢ APS X ————— = 0.49 g solution
97 g APS
, 222.36g AEA
USuneuaas AEA A4 = 0.0027 mol AEA X ——————= 0.60 g AEA
1mol AEA

. , 100¢ solution
At USunavesansazany AEA Mg = 0.60 g AFA X —————— = 0.62 g solution
97 g AEA



- 265.0% g AEEA
USuauues AEEA A% = 0.0027 mol AEA X
1mol AEEA

ey USinaesansazany AEEA 7Il4 = 0.72 ¢ AEEA X

= 0.72 g AEEA

100 ¢ solution

= 0.90 g solution

80 g AEEA

971
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o a 1 = = U aa [ 1'% =
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¥ 1 M3AUINUTIIUMYLENUYRY HMS-NH, nnamee))

M19199 9.1 gasluanauazanalilanaresasnwudan svilulonuiasndndnaniniu

Chemical Molecular formula  Molecular weight (g mol™)

TEOS SIOC H,), 208.33
silica SiO| 60.08
APS H N(CH ) Si(OCH), 222.36
silica-NH, HN(CH ) SiO_ 110.08

fhetnamswSentan HMS-NH, isasarulasluaues ANS/AANS+TEOS) wirdu 0.05
AvuadndIulagluavas ANS/(ANS+TEOS) infiu 0.0027 #ig (0.0027+0.0504)
Uisemsiinillanesadani (Sio,)
SIOCH,), +2H 0 —>>Si0_ +4C H.OH (1)
TEOS water silica  ethanol

UN3817154AN HMS-NH,

3
HN(CH,), SIOCH,), +=H,0 —=>H N(CH ), SIO, , + 3CH,OH (2)
2

APS water silica-NH, methanol

1naun1s (1)

o 1molSiO,  60.08gSIO,
U31v0s silica MAATU = 0.0504 mol TEOS X X = 3.03 ¢SO,
Imol TEOS ~ 1molSiO,
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1NaUN15 (2)

1mol silica - NH,

U311 silcia-NH, a4y = 0.0027 mol APS X
1mol APS

110.08g¢silica - NH,
X = 0.297 g silica - NH_
1mol silica - NHZ

s 1mol silica -NH, 1mol N
Fuuluavaslulnsiaunle = 0.0027 mol APS X X
1mol APS 1mol silica - NH,

= 0.0027 mol N

- 0.0027molN 1000mmol N
Yunaaslulpsiaunlanumgud] = X
3.03+ 0.297 g solid 1molN

= 0.81 mmoly gsotid'l

¥ 2 M3AUINUTIUYRIYLEEUYaY HMS-NH, 31nn1inaaad

A131991 ¥ 2 JeuarvatesAlsznausga1iuau (O) lalasiau (H) wazlulasiaw (N) ves

HMS-1N-0.05
Element (%owt/wt)
Material
C H N
HMS-1N-0.05 4.40 3.15 1.00

1%
o

AMuUALA HMS-1N-0.05 T 1.00 nsu

. 0.01gN  1molN 1000mmolN
USunamaslulasiauilaainmsneass = X X
lgsolid  14¢gN ImolN

=0.71 mmoly gsoUd'1
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9 3 NsAUIMNSBgaznIsasuLUasvasasilulyiau

SovarnsilasuwlarotasiilulyLay

SovarnisildsukUasvasasilulyiau X100

Usunaweslulasiauilamungul)

0.71
— X100 = 88
0.81
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Rt O-H
E streching C-H
2] streching
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= Si-OH
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3600 3100 2600 2100 1600 1100 600

Wavenumber / ecm'!

E‘Uﬁ A.1 awnmdu FTIR 994 (a) HMS (b) HMS-1N-0.05 (c) HMS-1N-0.10 (d) HMS-1N-0.15

(e) HMS-2N-0.05 wag (f) HMS-3N-0.05 ﬁﬂnzﬂﬁﬂmﬁqmmﬁ 40 psmiwaded Wuan 24

T34
Si-0-8i
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= © | i !
< T i 1
Z|®) ! | !
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S @ : ! :
a1 T
E streching C-H
2} streching
g bending
= .
stretching
3600 3100 2600 2100 1600 1100 600

Wavenumber / cm’!
U A.2 a1nasu FTIR ve4 (a) HMS (b) NR/HMS-1N-0.05 () HMS-1N-0.10 (d) HMS-1N-

0.15 (e) HMS-2N-0.05 thag (f) HMS-3N-0.05 ﬁﬂfnzmsﬁmﬁqmmﬁ 40 psrwaldod Ju

1381 72 9lad
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