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Lakchanok Tancharean : STRUCTURAL AND SURFACE MODIFICATION OF
LAYERED DOUBLE HYDROXIDES FOR PU-BASED ADHESIVE. Advisor: Prof.

Chawalit Ngamcharussrivichai, Ph.D.

This work studied the structural modification of magnesium-aluminum
layered double hydroxides (MgAl LDH) by intercalation with sodium dodecyl
sulfate (SDS) and surface modification of MgAl LDH by silylation with (3-
aminopropyUtriethoxysilane (APS), methyl(trimethoxy)silane (MTMS) and octadecyl
(trimethoxy)silane (OTMS). The effect of SDS : Al molar ratio silane coupling agent
and APS : Al molar ratio on the physicochemical properties of modified MgAl LDH
were also investigated. The results showed that LDH,-SDS; o-APS,4 exhibited the
highest interlayer spacing. The APS had better dispersibility on metal hydroxides
layer than MTMS and OTMS, as APS dispersed thoroughly in ethanol. The higher
amount of APS was increased the rate of self-condensation. The effect of addition
and type of modified MgAl LDH on the mechanical and physicochemical properties
of PU adhesive/modified MgAl LDH nanocomposites were also investigated. The
results showed that 3 % LDH,-SDS;,-APS,,4 loading had good dispersion in PU
adhesive because the LDH,-SDS;,-APS,, easily exfoliated. The PU/LDH,,-SDS; o-
APS, 4-3% possessed the highest shear strength, as a result of the bonding between
the amine group of APS and urethane group. The PU/LDH,-SDS;,-OTMS;4-3%
exhibited the lowest shear strength and elongation at break because of the OTMS

aggregation, reducing the PU chains ability to rearrange.
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Wulheanudnenlas (epoxides) wodloawasuuulududa (unsaturated polyester) way
Huwodn (phenolic) WngwuszyImuinaInn1svinufisennrvwiuseniteaisusenay
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o’dd

woanegeaninyilendulensondasegratiosanany (R(OH),.,) Tuse LU A59Uf 580
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HO—R—OH diol

O=C=N—R'—N=C=0 + |
diisocyanate HO—IIQ—OH triol

OH

O O H H

Il in | I
C—O—II{—O—C—N—R'—-N

Thermoset Polyurethane
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AN5199 2.1 d@uUsEnauNkslun1sHande [5]

Y

Component Type
Aromatic Toluene-2 4-diisocyanate and toluene-2,6-
diisocyanate (TDI), 4,4’-methylene-bis-
(phenylisocyanate) (MDI)
Diisocyanate Alicylic Isophoronediisocyanate (IPDI), 4,4°-
methylene-bis(cyclohexylisocyanate)
(HDMI)
Aliphatic 1,6-diisocyanatohexane
Aliphatic linear Polyethylene oxide, polypropylene
polyethers oxidepoly(tetramethylene oxide) glycol
Polyol: Aromatic polyethers Dianole 24

Chain extenders

Catalysts

Aliphatic saturated

Polyadipates of ethylene glycol, diethylene

polyesters glycol or propylene glycol,
polycaprolactonediol

Diols Ethylene glycol, 1,4-butanediol

Diamines 1,2-ethylenediamine; 1,6-hexamethylene
diamine

Amine 1,4-diazabicyclo-[2,2,2]-octane

Tin Dibutyltindilaurate

wodesagnldidudiunaundnlunisnde

= a

Ny WoRDDA AP A@15USLNAULDANDIDANI

Y

niflansanda (hydroxyl group, -OH) nanenyjegimeiululaswaisvemetionn wedeaauus

< a [ ¥ 1 aa 3 a a 3 a
panlu 2 stlandn laun weadmeswedoea (polyether polyols) wazwedoamasnodooa

(polyester polyol) wandlaseas1esisgui 2.4 wedBimesnedeoaaunsawmseulnainujise

Tawediuelsiwdu (copolymerization) sgvinalnsiiausenlan (propylene oxide) fiu

widusanlyn (ethylene oxide) weddinesnedesatouldlunisudnlnuiiy uay

wadledwesnedssaau1snwssulaanujiselanedwslswdussninvuenaulnansa

(ethylene glycol) iuTamulaeoa (1,4-butanedio) hagnsaazddn (adipic acid)

wodleaweinedeoaiuuldlunisndnansinfinguiiguazdanalaues [4, 7]

R

R

| |
HO - (CH,-CH-O)n - R’ - (O-CH-CHy)y, — OH

Polyether polyol

OH-R -0 «CO-R-C0O-0-R-0), - H
Polyester polyol

5UN 2.4 Inssaiavesneddmeinedeoanaznedioanasnetiona [7]
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lalollosnungnldidudiunaundnlunisudaiiy taloleleenunidnwuzdu
laflentunea (difunctional) Aedivaflelylaeun 2 vy vinliliaudedidenisinugizen
a9 wuseanilu 3 wila laud welsuudnlalelelueniun (aromatic diisocyanate) uedlendn-
Talelalganiun (alicyclic disocyanate) waguoani@nlaloleles1iun (aliphatic
diisocyanate) wolsuudnlalelglogiundominnldluufizomuuiuiondnarsdaingiu

iy Waannuwnukelsuudnigenseninmylelelgenuninnuiashmensinuiseas

!
=

Fauslsuudnlalelelosnunfidonldnanarsinfngiuiig 1 3 vda loud
Ingdulalelelaeiun (toluene-2,4-diisocyanate, TDI) lafdadnulalelglygun (4,4-
diphenylmethane diisocyanate, MDI) hazuunyidaulalelelgaiun (1,5-napthylene
diisocyanate, NDI) L,Lamimaa%ﬁaé’agﬂﬁ 2.5 %aﬁmmdaalﬂunmﬁwﬂﬁﬁ%smnﬂmfw
wedlweanlaleleleenunuazuoarianlalelelsenun sntauelsuuinlalelelsoundd

51A91gnnT [5, 8]

CHs

(a) (b) ()

=

JUN 2.5 lassaaveswalsuudnlalolaleeniun (a) ngdulalelelegiun

(b) ledldadimulalelalaenus wagz (o) wuniaulalolyloeiun [8]

2.1.3 d138ARNFIUNe

@ =i

a158ain (adhesive) n3a7lleuisond N1 Ao Tanndlaudlunisiienysaiy

6

FENININURIVDITUIUEITULARANY @ru1sanulalusssusfwazlaannn1sduasIey

arsgafngniuildnsudgadBudlusia ¥asdudlaiinianiivunlddmsuasnasesie

1Y

Mhunanwsilin lugaseuuywdaNHanN1INTanlaansssuyd 1wu wia Wena was

9

a 1

Wshu Wudu [9] YagluansBafnauisantseanlivaialszian laun a1sdnfinlu
A1vi1arany (solvent-base adhesive) @158aAnannd (latex adhesive) ¥38n11a NG

d158nAnNlaRoAIUAYN (pressure sensitive adhesive) @158aRnuuunasy (hot melt

'
a =

adhesive) kavansdnfinfiala (reactive adhesive) @a158afing ufigvseansinfingu
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a

= i = a v o = Y = a A |
wedgsmuazeglulsuianansinfnluiiazats Swszneumeastnfngiuiigiiazansey

Y

Tusvhazarefimuizay wu U1 weiiauedmne uwazlngdu 1Wudu n1sBafianienisidon

'3 I

Uszanuazinduilafivinazatgseweeanluaunun danaliialauaadadauuseaiun

T~ o a a %

voaTanansiuineiu a1sdanagiuiigwunzdnsuldgainiaTannivs wu lave

Y

a =

a v @& v ~ = N o a 1% o § Y a
LY INUNY LLagLaUIEJ WuURU Lu@\‘i"iﬂﬂaqiﬂﬂmmﬁquwQMWUﬁSQiLV]‘UIUIﬂiQaT]Q V]rﬂfVTLﬂ@

<9

[y

JunsNsEiURIIanNHvIlan wu lavenilovnouvessinlalasiauuuiy fussgSinuyiniuse
wildulalasiauuuiiveddany vildmaanisianizdunlansleidusg19d uanaind

Iy Yo o Aa [ v v 2 v ! = a a )

FaarursaldiuTaniidanunguld wu iy 1 wazdy Wudu wdarsBafingruiigidu
a
N

a13Uszneuduvsdnussnaumesinlulasiau arsusu wazeandnulueidusznoumnan

[
v v = v a v

faduTaienudunusetidsansililewan wldiAansudsudvesioasinfialdine
wavansBaragufiniinnudumusosumgigaugniimnuiumusegamaiim dmsuanu
uussieiasBaRnfivsnzaudeslandAfmuniugamniigs Fumunssiuazusadon
167 safafeafiantitestumsfuriuresufauarlotléd fufufemsmauTanefiuniei

wingauadllieuFuugsandasnaivesasafngiuiy [9-12]

v v a

NUITEIIUIINAnyIRgIUUIluRRuN AN YatANSERRAg U AUTanelunTd

q

WU Esmailie wazAtle [13] ANWINaueIianINtnaauUmaInanasauiainIenInusouYadans

= I %

gnfAnguey IINNTNAADULTURRUTBIUNLUABUNEARNTBIANTEARAFIUNEAUTANTUURIVEY

Y Y

lavg-lavenudn Faneiiuaudunuksudaulan waznisuiiulsunadinigiedsuly

(%
Y

@neININNAINTEUDIATEARAF NN IART Y UAn1siiuUSUIMveEEn I lmAANS

WNIETINAITuYeIeYNIATeIBaNlua1TEnRng Uy dinalin Ui unIuLIuRouves

(%
a v v =

wlupeunednvesasdannguiigfudinianas AeiuidinsAnviunluneunednvesans

A v v

=~ a a A caa Y ) | saa . A
Eafngruigiutanetun3dnilassadadutu wu wwesddne (ayered silicates) 1iloan

Y

o a

v v U Y a =) <X a ]
ﬂ']ﬁLﬂ’]%i']llWlﬂ‘LWﬁEJL‘Wllﬂ'ﬁﬂi%ﬁ]’]EJG]’JSU@Q?ﬁﬂ@ﬂﬂﬂifﬂﬂﬁ’ﬁﬂﬂm@ﬁﬁuw% [14, 15]

2.2 iawwasaurlalansonlan

LDH gndnasievituadausnluviesu jiAnisl a.m.1942 iilo Feithnecht way
a1sazaneindelumsnvedanzuunii@euuarergiiillvuiuaisazangiud Tnevaziudsll
ansadnseimlassassiiuudals aunseislul e 1960 Almann waz Taylor Anwn
Snvarlaseadwewswdiladomainansaenuusedsnd (Xray diffraction (XRD))

NuI laseaseusenaumetuvastanslensanlenniiuszauindnsusgaunu lneilossu

9
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Uszeauuazluanadiegnigludesinesenitetuvedanglansenlen (interlayer spacing)
LDH inudsenaudisuuniilou-ozgiieulansondaisveiun lgnswall Ao
MgeAl(OH)14CO5-8H,0 Faiiansuaiun (carbonate, COs*) Wulosauuszgauludesing

FenINtU Aauanslusun 2.6 [16]

S v.‘_r
i)
0

‘h”;‘%‘ — layer
= -4 S — interlayer domain
[42]
i
L
[
Ll
]
E basal spacing (dgge)
&
@
N

5UN 2.6 lassasaveaesaudalansenlyd [16]

LDH fgnsiadivialy Ae M2 M (OH)A™,yH,0 tas M?* unulaneuseqasuan
Wy Mg, Fe?*, Co®, Cu®, Ni**waz zn?* tludu M unulanzdszgaiuuan wu A%,
Cr't, Ga*, S uaz Fe Wusiu AT unulessudszgauiiduszquindu nwu F, CL, Br, I,

ClO4, NO5, ClO5, 105, OH, CO5%, SO/, S,057, WO,Z, CrO7, [Fe(CN)]® hag [Fe(CN)]*

<

Wudu x wnusnsidulaeluaves M*/(M* + M*) wag v knudiuiuluanavaduineglu
y ) 3

9971958 UIN9TUVDY LDH [17] LDH finsnusznauniaainuainvalteaiuisausunaale

[

FuivrllavesUsedesuinuazUszaanuuin vinvedlossuusziau wazdnndiulagluavas

langUszqansuindelaneyseaanuuin Falivesenwane1aniy Auandlunisen 2.2
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M13199 2.2 Youazansiaiivenaluesauidalansenlen [17]

Name Chemical formula
Brucite Mg(OH),
Gibbsite Al(OH); monoclinic
Hydrotalcite MgsAlL(OH)14CO5-4H,0
Manasseite MgsAlL(OH)14CO5-4H,0
Quintinite MgsAL(OH);,CO5-3H,0
Pyroaurite MgsFe,(OH),,CO5-4.5H,0
Stichtite Mg4Cr,(OH);4CO5-4H,0
Barbertonite Mg4Cr,(OH);4,CO5-4H,0
Takovite NigAl,(OH);,CO5,0H-4H,0
Reevesite NigFe,(OH),,CO5-4H,0
Desautelsite MggMn,(OH);4CO5-4H,0
Hydrocalumite CagAl(OH);5(CO3)y 5 OH; 56-4.76H,0
Fougeérite [Fe? ,Fe® ,(OH),][CO5]-3H,0

wunfideu-azgiillouawesduiialansanlusd (MeAl layered double hydroxide,
MgAl LDH) n3olalnsialas (hydrotalcite) flassadneseduaintuvedansuuniidoy
lansanlan (Mg(OH),) ﬁ%a%uugl%eﬁ (brucite layer) Afin154n13ealassad19uuy
g0nnzdnsea (octahedral) 209 Mg fu OH Lilaurssunuaes Mg Qmmuﬁé’aa AL
sluszalasuestulavylensenlediiuuin Sufesdinimauszauaniselossulszqay

Tngylufie CO,* wavtn Feegnielutoeinaseningiuvealanslonsenlan [17] Aauanslu
Y

'
=

Un 2.7

Isomorphous substitution
M(IT) by M(IIT)
e

> > CO
CO;y H,0 CO; 3 H,0 COJZ'
Mg(II) by AI(IIT)

Brucite MgAl-Hydrotalcite

sUii 2.7 Tassadrsvesusleduaslalasiialed [17]


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

14

2.2.1 NsaaATIEaaIauLlalansantyn

LDH fi33n1sdaasizhiivainuans wu 35n15anaznausan (co-precipitation
method) 35015198158 (urea method) 35n151¥A31uTou (hydrothermal treatment
method) uazisleawaa (sol-gel method) Wudiu F35n1snazneusiunduisnsdunsei
fifiaungn Woswnidunounisdunsginlidudou LOH lddanudundnguazannag

YIBUUINNIIHER (scale-up production) 1ii1en31358u 4 [17, 18]

namnagneudmdunisaeaunsnlessutszgaudng nelurerisssuinetuves
LDH Tagnse dadumsmnmzneusmfuszninasazaneindoveslanguszqansuinuaglans
Uszganuuan Auansazansivanilessuyszqauiidesnsaonunsnnanog fauanslugud 2.8
lovoutszqauiidesnisasaunindesiianuannsalunisnauszquesiulanslensonled
wnnilessutmvonndolavy Awutulessuimvsandolansazaoaunsndigrosing
sgninduunuloooutszgaviifesnts mannagneuimnisvneldnnglulasioudie
Jaafiunmsiinasueiunainenie wargaumnilunisuy (aging) finarednuwazaudundn
vosansiinnagneu Tasanunsalfgaumadlédus 0-100 esmneadea Wuamaedlug

U8 U [18]

Divalent Cation | => “Mixed Metal Solid
Trivalent Cation | =p> e R
Combine Slowly | = => => Separation
Interlayer Anion => . . Liquid
“Caustic Solution” Wists Recid
Base (NaOH) | = e e

JUN 2.8 Tunaunsdauasziaweiiudalansenlenmedsnmannaznausiu [17]
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2.2.2 Uszlevuvaaatwasautlalansanlan

£

UagUuiinisi LDH wdszandldauegrunswaalugaainnssy wiadususng 9

adl
1. Pudsaufiizen (catalysis)

Tnsea$ieves LOH liwmunzandmiunislddudisaufitenlnonss iesannd
Posinaszninstuiiuay Tneneluresinsznivduiilossudszqauiifinnnuduiuash
Fafiounir LDH lusunszuaunsuiulsaiiegdseng 9 dewillddudissujisen wu
¥i1n13161 LDH lutsgmingdl 400-600 aseneaidoa dawalilossutsygau U uaswy
lansonledlutosinsswistugnidasen il LOH liannsoadassaiielild Jufinnig
wanvinuazianaeiasuiulangoonladuan (mixed metal oxides) SefiauiAidunsouay
WauszLnnada (Lewis acid and base) wazndnvaslanzoonlganaudivuindnuin il
fiufifings uenaniidetrlanseenleduausndudatuivionuduannsofulasai
(reconstruction) nduldifu LDH 1é8nass Bunusingnisaiiin n1sand13u (memory
effect) fanandlugui 2.9 Fansiulassairaduitnsdaudslassanuazandfimmanenin
waziafives LOH munzaudenisldon wu n1sifinvuindesineszninstues
Tavglansenlad Wasuantinauaiianlanzeenlednanifinuiunsauaziuavindda
Duiiseiiseiteudunsauagiuaussinvusenawa (Bronsted base) [19]

as-synthesised hydrotalcite
mild Brgnsted base

% D509
y 00995
@ (COy? QJ‘J‘JJO’Q

@ H,0

A
calcined hydrotalcite l
strong Lewis base

rehydrated hydrotalcite

strong Brensted base
% & ) o9 o9 o°

® OH-

LA
- KA EI
@ H,0 \‘

Uil 2.9 Usingmisalandrguues LDH [20]



16

2. AUAIINABL (environmental)

LDH aunsatianisuanideuleasu (ion exchange) seninslooauuszqaud
roin1siulessulseauiisludesinseninatuves LOH 1o dsanunsadunyuszendlilunis

=) a

AndU (adsorption) @158unIdnsearseliunsdnuulenludideainlssuenamnssula

Y

1 =)

wiu ddounazaisanusafiaiiy Wusu aetn LDH wildlunisgaduaisiuideudigresing
senintulaense vieldluguredlangeanlednaulanuea1duusingnisalandiguves LOH
(21]

3. punedlues (polymer)

wodlesfifesdusznauresnanlss wu wedlllanaslss (polyvinylchloride, PVC)
ansafinujisendlelasaaalsiudy (dehydrochlorination) nelinnuseunazuasedla
FudulfAseflarnnsaiatuldios vl PVC ifanisidenanm sdinsi LOH wildly
PVC iilatlasfundevzannisidouaninues PVC tasannide LDH AR saaisfanig
Ao Tassadiewes LDH axdanudestiuaglonoulszaauseninaindesiteseninety
diethevinansinlives PVC uazdlogumniiastiu LOH naneifuansandrdlugvedlans

sonlenunAguiives PVC [22, 23]

LDH gnurunldiluaisedunidluaisdafingrunediues wu wedgsnu
(polyurethane, PU) wazwedlafiausanesas (polyvinyl alcohol, PVA) udiu iileusuuss
audfdana AnuAunIugUNlas wazautadosiunisfurinuresufauarlothvesans
gafngIunediues %qamﬁﬁﬁaﬂﬁwaﬁuﬁumsmszma&hmaqmgm@ LOH Tuansgndin
suwedwes lnen1snseanesafifves LDH Tuasdafngiuneduwes Ae aelinedweisios
annsainnsaeaunsnidluludesitsseninstures LOH Wie wazdiulavelansonledues

LDH tinnshenaenainiiu (exfoliation) ﬁauamﬂugﬂﬁ 2.10 [24]
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£
=
©
L]
L:

Calcination

‘E Rehydration

SDS

DS-LDH

JUN 2.10 maeaunsnanglanefitesniglugesineseninatuves LDH [24]
2.3 nsaandslassadranazinvasawasauiialansanlan

YuAgesI1eTEninetuYes LDH Jufuriinuazvuinveslessulsyyauiiognislu
Yoviresznitetu laevily LDH Viefiwulusssurifuagldannnisduaneviagiinnfvoiun
Julesouuszgaundn Foildvuiadorinesznintuiiuay (2.9 Ssansen) dawals
n13Uszgndfld LDH dwdunuduarsdainaoudrasiin fududesndudosinisdauds
Tnssadauasiinges LDH ileve1edesitssainsduvedlanglonsonloduaziioli LDH iAn
nsnszaemilasiuanstaia lngn1sdenunsnvisedumesataty (intercalation) gnuuld

iianauwUslassasiaves LDH wazn1svingaiadu (silylation) gninunldiennudsiaves LDH

2.3.1 nsaawlslaseadrsvaaaasautlalansanlaun
2.3.1.1 ANSEDALNTN

nMIdeALNINYIedUmBIAaTY (intercalation) 1Wuisn1sdnwUslassadsves LDH
Pfieufian Weoswnluisnieuasituneulidudeu &1 LDH axgniseninTanaieslaad
(layered host material) wagluanandesnisasawnsnidrluludanaeslaadazgnisendn

wnad (guest) tnadnflouldlunisasaunsn laun lessudsyaavvuinlng a158unsd

wouloeou (organic anion) OUBLUBS (Monomer) LagWBALUBS NNSdBALNINlaDBY
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Uszgauingnislutesitesgninedures LOH anmrsasilinaisds Wun nnsuwanden
999U (ion-exchange) NMIANAENBUTIU (Co-precipitation) ﬂ’lﬁy\lu‘vjamw (reconstruction)
LAZATEUIUNIINIAINGDU (thermal or melting reaction) 1umu3aﬁ’ai§aﬂﬁﬁmié’ml,ﬂi
lasea$1eves LOH lngnisaenunsnaisanuseisidiloneslawmdadaun (SDS) iWrganeglu
Yosinsenindunes LDH wagloouuszqauves SDS ifantsuanidsulosauiulesou
Uszgauiiuludosinsseninsduues LOH dwalivesinessvinaduves LDH 1AanIs

Wasuulas é’ummlugﬂ‘ﬁ' 2.11 [2, 20, 25]

\/\/\M/v°~-<_n- dodecyl sulfate anion

MAL-LDH

dodecyl sulfate anion
25.663 A

intercalation

5Ufl 2.11 msaeaunsn SDS Wngnneludesinsseninetunes LDH [25)

JaduidanananisuaniUdsuloaauwyad LDH town
1. dunssanmaadleaauuszyau (affinity for anion)

nsuanasulessuiuiurliauazdnnulossulseaunnludesineseninaguyes
LDH 13e9anuaiunsatuniswaniUasulassuaineinliig fall COs> > SO, & > OH > F >
Cl > Br > NO, ™ > I Tngvaluileuld LOH flluwmsvidulossulszyaunielugesineszning

Fuduarsisdulunisuaniddsulessy Weswnaunsaiianisuaniasulade
2. anumuiuveslszguintutulanelansonles (charge density)

diepnunukturesUszauIntutulavslansenlenuin daalvidunsisemiausey

Ll (electrostatic interaction) s¥ninstulanelansanluniuusygauiinludesinesening

(%
U =

Fugs Jufansuanieuleseaulden Fwrnuvuiwiuvestszauintudulavelansenlys

v
=< v (Y

Juiudnsdrulasluaveslavelszyassuindelavelselansaiuuin (M*/M*) e
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ansrdulaeluares M*/M* anas Anuvruikuuveslseguintudulanylansonlynien

Lﬁ'wﬁu [26]

2.3.1.2 @15aALIIRNIRD

4158ALIIAIR (surfactant) #38 surface active agent LANNIVINATBIYDTHU
1 Tensid sulneinaiivrieesiulull aa. 1960 asanussisinduansusznauiiiliasseadns
Wuwewdini@n (amphipathic) Useneusie 2 @udfay é’mamﬂugﬂﬁ 2.12 A dIUAINTD
duiimaut (hydrophilic head) Wudwiiidrannsasiusléaiuin wu nseansuendan
(carboxylic acid), WedlWn (phosphate), nsnvzilu (amino acid) Wisweanages (alcohol)
Hudu wazdumededndiliveuth (hydrophobic tail) iudniilyifitaanunsasiudiles
Aulagiy STniduansusznevlslasaisueu wu nsalvsiuanelgend (long-chain fatty acid)
nsonsalviulansend (hydroxy fatty acid) tJudu LﬁamsamLmﬁaﬂaagﬂumiasaw
L1aNareIaNsARILTIRIEIIRIS B araleg USIMTeERaTEnINsIvesasavany Tngiudiu
ﬁlﬁL‘ajﬂﬁLWﬂﬁﬁ%’JLLazﬁuﬁUUMNLsﬁﬂéLWﬁﬁlﬂﬁ%’J vildruseiiivesansazanetiy 9 anas

[27]

Hydrophobic tail Hydrophilic head

CH3-CH2-CH2-CH2-CH2-CH2-CH2-CH2-CH2-CH2-CH2

sUii 2.12 Tassasenluesansanussisin [27]
2.3.1.3 Tndsulandadama

lginsulain@adalna (sodium dodecyl sulfate, SDS) n3elelhauansa-
Fawln (sodium lauryl sulfate, SLS) Wuansanussisiinusvinnuenlesy dlaseadedauwans
Tusufl 2.13 awnsanuldlusssund fdnvaznianieamdunsdunn Tgnsluianade
CH5(CH,);,SO4 Na* 5mﬁfﬂimaqawhﬁu 288.38 g/mol dArnuiduduingfvesluwad
(critical micelle concentration, CMC) 11U 6-8 Hadluans 138 0.1728-0.2304 % lag

YmunnaUsues [28]
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?
/\/\/\/\/\/\O—ﬁ—O' Na*

O
5UN 2.13 lassainweslofeulandadain (28]
2.3.2 n1saauUsRavasawasaullalansanlan

2.3.2.1 Ufisenaaiadu

[
=3

UAse@aadu (silylation) Lunszuiunisanulsiavesianeiunsd Juindu

o

sEnitavgueanand (alkoxy group, -O-R) vasarsaalulaiauiunylansendaveiag

o

a [y

0uUNSd Wwu -Si-OH TuwA, -ALOH Tuws waz metal-OH Tulany Wudu LDH daiduan

q

A @

stunIdviianiianiivylansendavudulavslansonlen Feaunsarimddatuiiednuysig

IS a Y

10 Inen1sanukUsiaves LDH iiunisvh@dadunsuihlunauivasinfngiuily 3 2 35 fadl

Y

1. FAadunuuen (wet silylation)

doansdmuluauaglunisfifimioanuiu arsdeulueuinUjizedandu
Wuufisenlalaslafavesvjuoanand wWu ndtenand (ethoxy group, -OCH,CHs) Uagws
wnand (methoxy group, -OCHs) tludiu vililandnsdmueidunyleaiuea (silanol group,
Si-0H) Fslsitadios nyjlvarueadnAnufisenaruntuiuies (self-condensation) fumy
leauealndiAganIeiinujisenniuuiy (condensation) Auvlansendauuiiizes LDH
nieuturdathesnin vinlildwusylvasnisy (siloxane, -5i-0-Si-) wagiusy -Si-O-metal
UURIes LDH fauandluguil 2.14 dofivesmsydaadunuudon e LDH lé¥unisdnuds
Fogsaiiausuasldansgaulmauiimududush uideds fo dlussuudviinadenm
Auly nyleanueaiinnsviiuseiulianavesinannnimuidutunyleasendauuiinves
LDH uagvyflgatusaiinnisaiuwduiueannnitaiviiuiunylensendavuiives LDH
(29, 30]
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RSi(OMe),

) 3H,0 —~,
Hydrolysis 3MeOH

RSi(OH),
28i(OH); —
Condensation 2H,0
R R R
HO—S8i—O0—=S8i—0—Si—OH
OH OH OH
+
OH OH OH
Substrate
Hydrogen bonding l
R R R
HO—S8i——0—8i——0——8i—O0H
f/O\\ /'0‘\ 1/()\
H CH H ,:H H ;H
\\?, \T‘]’ \“C|)’
Substrate
o A F 2H,0
Bond formation -
R R
HO—Si——0——Si—— 0——Si—O0H
| |
0 o b
| | Y

Substrate

a

U 2.14 UFAsedaatuwuuiden [30]

2. FAtatuluuwiis (dry silylation)

dieansdaiuluiaueglunisiivsiaainid vyueansndvesansgaiuloiauaiunse

aaa 1

Wnuisenaruwduiunglansen@avuiives LDH lalaense lagluiuujisenlalaslada

a

flgumgiiuszanal 50-120 ssrnwaidea 1uszoznan 4-12 alus vililsiusylvasnioy
wagHusY -Si-O-metal U189 LDH nioufuidaueanssodesnun fuansluguil 2.15
\n3osnaNTinIL558uge (high speed mixer) gniwldiioliasdgaiuleauiinnig
nsgaedaldfiuuiinves LOH defvesnsviiddiadunuuuiia fe Msvozinandunaziiaves
\Foannsudaios lrdaadunuuwiaduiifenlussfugnamnssy witeide fe fodld
asgaleauiianududugs uay LDH Iéunmsdauusinfiasinaveroutaennieiiou

Audalatuwuuden [31]
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Ul 2.15 UjATendaiatunuuuia [31]
2.3.2.2 arsgaulaiau

ansgmlulgiau (silane coupling agent) Han 1Al TlUR® R(CH,).SixXs
Usznoumes1n@aneu (silicon, Si) iusgaeunans Ine R Aewnyilarduansdunie wu wy
laila (vinyl group) nylkiia (methyl group) vs{Bwend (epoxy group) Uagwiedu (amine
group) 1usiu waz X Aewyilenduaisedunsd lawn nywmand (methoxy group) waziy
lenend (ethoxy group) lassaiisvesarsgauloiaunansfsgudl 2.16 Feilngiladdy

& o

a198unsduazarsetunidsiuegmeiuniglulassaiisvesansgatuleian vyl sidu

YY)

ansdunidanusaviiussndiiuiandun3dle wu wodwes wazens \Jusu wagnyilandu

=

arseiuvsdausavimiuszinliiutanedunidla wu us Tane llwes wasiwsnlin Jud
aeliuansgaiulsiaudviminduiiussauniedinaindeussninaiandunsdiuian
atluvsd Felapundliidafaiu dewandugui 2.17 m19199 2.3 uansviinvesansaniulaay

AanusarlUlgududiussaunaduneawes [15, 32]

Ul 2.16 Tassaiemnluvesansgauluay [32]
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1

i

@

@)

I
Inorganic Material

Organic Material

JUN 2.17 asgaauluawdudinansdeusswineiandunsduaz Janedunsd [15]

a13197 2.3 vfinvesansamulsauiiansadilildnuduiszanuntunedwesle [32]

Chemical Type Chemical Name Curing Agent for Polymer Type/Application

Amine Aminopropyltriethoxysilane Acrylic, nylon, epoxy, phenolics, melamines,
PVC, urethanes, nitrile rubber

Diamine Diaminopropyltrimethoxysilane Acrylic, nylon, epoxy, phenolics, melamines,
PVC, urethanes, nitrile rubber

Methacrylate 3-Methacryloxypropyltrimethoxysilane | Unsaturated polyesters, acrylics, EVA,
polyolefin

Epoxy 3-Glycidoxypropyltrimethoxysilane Epoxy, PBT, urethanes, acrylics, polysulfides

Methyl Methyltrimethoxysilane Hydrophobing agent for mineral surfaces

Isobutyl Isobutyltrimethoxysilane Hydrophobing agent for mineral surfaces,
masonry water repellent

Phenyl Phenyltrimethoxysilane Hydrophobing, dispersing aid for minerals,
blends with silanes, thermal stability

Octyl Octyltriethoxysilane Hydrophobing, dispersion of minerals in
polyolefins, masonry water repellent

Vinyl Vinyltrimethoxysilane Gratft to polyethylene for moisture cross-linking
EPDM rubber, SBR, polyolefin

Chloroalkyl 3-Chloropropyltrimethoxysilane Urethanes, epoxy, nylon, phenolics, polyolefins

Chloroalkyl 3-Chloropropyltriethoxysilane Urethanes, epoxy, nylon, phenolics, polyolefins

Vinylbenzylamino | Vinylbenzylaminotrimethoxysilane Epoxies for PCBs, polyolefins, all polymer

types

2.3.2.3 azdilulnsnalnsianandloau

prdlulnsfialasionendlaiau (3-aminopropyltriethoxysilane, APS) 18w

ansgarulgiauninganduasefiuniddungionenduasnyilanduasdunididun

e

aa A a

azfilulnsiia dawanalugui 2.18 ddnvasnisnienimduvewnadla lddd dnduqu
gnsluanafa CoHyNOsSH dmitinlaanawifiu 221.4 ¢/mol dAusaaiiaing@iniu 35.0

mN/m uagdaninenwiniu 217 seriwaigya [33]
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AN

0" CH;
HaC™ 0-Si—~_~ 4
HsC.__O ?

JUN 2.18 lpssasnesesiilulnsialasievendlaay [33]
2.3.2.4 wialaswmandleiau

witalaswmendlalau (methyltrimethoxy)silane, MTMS) Lﬂumﬁ@jmﬂmauﬁﬁ

wyilenduansetunsdidunumenduasvyilsiduansdunsddunywia dwuansluguin 2.19

Y Y

fianwauznismenmiluvesnadla Wifid dnduqu gesluianafie CuH;,0,Si Wntinluana

9 Y

a a ! (Y

WA 136.2 g/mol AATLTIFIRIINGAWIIAY 22.5 mN/m wagigatianiindu 104

eALaLdyd [34]
CH,
H,C |
ST

S

CHj

JUN 2.19 lassasnsvesuiialasiunendleau [34]
2.3.2.5 sanasiandalasamandlaiay

ponnzinndalansiunendlaiau ((octadecylltrimethoxy)silane, OTMS) T u

1 =

a1sgaulaauniinglanduarsetdunsddungumenduwasnyilanduasdunididun

Y

e

penmuiaAda fauanslugui 2.20 Tdnvazmsneamduvenvadla 1ifd uazindugu
4nTLUaNaRe CpyHeOsSi 51‘v1ﬁfﬂ1maqal:viﬁu 374.7 g¢/mol LAIPIRINGAWINAU 27.6
mN/m wagdynineawiniu 170 ssrisawdua [34]
OCH,@
R N e e Th
OCH,

JUN 2.20 Ipssasnsveteanauinndalnsunendleiau [34]
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2.4 uIeMNeIUae

Tao wazAME [2] ANwIN158AwUS MeAL LDH H1un1svhddaduves APS ¢aeisi
unnaeiu taun Aslelasladaddiadu (hydrolysis silylation) 35@a1adulnense (direct
silylation) Lagdgn1sa@nnunInuasdatady (intercalation and silylation) Wu31 A1591
Faaduldanmnsaiatuldlaensafuansaadiu MeAl LDH 7ifuvosudaus uiileldansaady
Hungnau MeAl LDH wuih nsvhddaduannsaietuldiuuiasenlslnsladaves APS
yinlilsvyloaruoa Geannsafaufisoimuniudiunylensendauuiaves MeAl LDH 16
waziiloaoaunsn SDS Wilulugesinesewinedtuves MgAl LDH w1 NP RETVe BRI
MgAL LDH n¥1sanndu vinls APS anunsaudluvhufiseiauuiudunylensendanisly
Fasneszrntuliinnty defansanedusznaumanaiives APS wui1 nsaonunsn SDS
yilsi APS fisUuuuiusy monodentate (T uindu Jsagulddnsasnunsn sos wluly

9971958 WIN9TUVBS MeAL LDH y1l# APS nszanedalulaseasnses MeAl LDH launnau

Yuan wazAny [35] Anwinavesnnududuves DS fifiseaudRiddasaduay
FnwngnadgIuing1ves MeAl LDH fisunisfauussenisaeaunsn SDS uagddiaty
wuuenmuansiu mnududuves SDS Aidnwn 1éuA 0.0025, 0.0050, 0.0100, 0.0150 wag
0.0200 Tua wudn fimnududuaes SDS w1037 0.0100 Tua lawnedadaauaulossy
(dodecyl sulfate anion, DS™ anion) gnEARABYUSIMRINEUBNLALYHUYBS MGAL LDH Ue
lignnsadnlulugesinesewinstures MeAl LDH 18 vilvinnsvindaiaduaes APS iiinldud
U3aRIn18ueNY8s MeAl LDH wasillewiuanududuaes sDS THuanniwsewingy
0.0100 Tua wudn DS anion @wnsadnlulutesinssewinetures MeAl LDH 1¢ vildnnsi

[

Faratuves APS iinvulugeeineseninetula uazeyn1Auas MeAl LDH Hvuialuadu

2

Feasulanmsiinaudutuaes SDS vinlneo9in9581IeTu9 MeAl LDH ni1eunnau

9

waziiaddadun1eluyoaineseninatuves MeAl LDH launnay

He wazatuy [30] Anwnisanuuslasiadrauasfiifnadeauinisneninwaziadl
999 MgAl LDH finuniseauds Ferunissauuslasead1afionisdonunsn SDS wagniy
M3daLUsAIRen 393 aadunuudenuas APS WUl 1aseadneues MeAl LDH finiuns
Fauvsfitgnin SDS ity FaRaannisiniesiudifures SDS uagnuitusyluasniy

-Si-0-Si- WagWusy -Si-0-M- Tu MgAL LDH fik1un1sfnuds Feuansdanisiinujasen

ATULLILSTWING APS U APS uay APS fu MeAl LDH auasiu 8nvia MeAl LDH finuns
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anuUsiigamgiinisiidanylansenda (dehydroxylation) 1iiudu dewaltadiesninmia
ANUTougWuiloisuiy MgAl LDH Al 1un1sanwys Aauanusayn MgAl LDH 7K1
n1sinwUsiiussgnaldlusunedwesiietisinandfiidnawazauiinianiusouas

WO

Zhang uaganiy [32] Anwrdanuiluneunednvesansinfinguiieiu MgAl LDH lag
MgAL LDH WH1Un15AaLUSIATIAS19MI8n1580aARNTA SDS LagN1un1sAALUIRIAI8nI5Y
Faadunuulanuos APS (LDH-SDS-APS) iionau LDH-SDS-APS U3unas 3 % lnavmiin
adluansBafingiufiy nudn arelefigifanisaenunsnidluluresinessninedues
LDH-SDS-APS vilddulanzlansenlafuanoanainiu Sl ufifadudassninedu
lavglansonlunves LDH-SDS-APS ﬁ’uawisziﬁgmﬂﬁﬁu nyilandugTimuiuindunsisendiu
mylansonTauaznyiofiuves LDH-SDS-APS 1#untu dauals LDH-SDS-APS nszanedalid
Tuansdnfing1ufly wazdieifineuiuniuusadeu (shear strength) veansinfngiufiy
FaagUlF41 LDH-SDS-APS U3unne 3 % Tasthwidn WuuSinafimunzandmiuiluani

a1sdnfnguigiieliuaudRidainavesansnnng Uiy

Kotal waramuy [24] Anwinavesuiuias MeAl LDH fik1unisaauUsidneauds
Wenavesulunsunednvedaisinfingiuiiyiu MgAl LDH firun13iALUS Tng MeAl LDH
iunisiaudslassairadenisaoaunsn SDS (LDH-SDS) Usunas LDH-SDS Aidnw léun
1,3, 5 uaz 8 % Iagiwiln nudt Wewds LDH-SDS Usunal 1-3 % Inaunidn adluans
fadngiuity ulureuwednildwudulanglensonlususdauves LDH-SDS inn1susnaan
91N (partially exfoliated nanocomposites) Faiinannanelsfigaoaunsnitrlulugesins
seninetuves LDH-SDS wdrdulidulanglansenleduisdinueneanaini dnald
LDH-SDS nszanesleiluansdafngiufiy uaztieiiauaudnumuuseia (tensile strength)
vosansBafngufty usillewfiauiuin LDH-SDS 1lu 5-8 % lnsviuiin uilunounedniild
nuatslefigasnunsnidaluludesinesendtsduuns LDH-SDS (intercalated
nanocomposites) kil LDH-SDS innesaasiiuluasdaingiuiig vinliauduniulseds
vosansBainguiiganas Jsaguléinisiiiu LDH-SDS fivunas 1-3 % tastwin adluans

gafnguilgeLiuandiidanavesansdnfnguiigla
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U 3
AN HUNISIAY
3.1 Yaquasasiall

3.1.1 N15894A51294 MgAL LDH

1. wunid@eulumsn (magnesium nitrate hexahydrate: Mg(NO3),-6H,0, AR
grade 99%, Sigma Aldrich)

2. az@uﬁlﬁamlum 3% (@luminum nitrate nonahydrate: A(NO3);-9H,0, AR
grade 98%, Sigma Aldrich)

3. laieulansenlen (sodium hydroxide: NaOH, AR grade, Loba Chemie)

4. 11Useantessu (deionized water)

3.1.2 NM3anuUslATIAS19UaZRIUB9 MgAL LDH

1. lghenlan@adaina (sodium dodecyl sulfate: Ci,H,50,5Na, GC grade
98%, Sigma Aldrich)

2. 3oziilulnsialasionandlatau (3-aminopropyltriethoxysilane:
CoHp3NO5Si, AR grade 98%, Sigma Aldrich)

3. wialesiunendlyay (methyltrimethoxysilane: C4H;,05Si, GC grade
98%, Fluka)

4. eonnzadalnsiunendleia (octadecyltrimethoxysilane: CyHgOsSi,
technical grade, Sigma Aldrich)

5. wmuea (ethanol: C,HO, AR grade, Merck)

6. whalulasiau (N, 99.99%, Thai Japan Gas Co.,Ltd.)

3.1.3 Msinsenunlunaunadnvasansenfng uiyiu MgAL LDH fisun1saauys

1. a1s8afing1uiiy (polyurethane adhesive, PU-019, as1uUnLiew)

2. La7auadme (ethyl acetate: C4HgO,, AR grade, Merck)
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3.2 aunsnluazinseeiionlyd

—_

o e N o R LN

e e e e S
O 00 N o0 A~ W N -, O

20.
21.
22.
23.
24,

Unines (beaker)

n3nen (dropping funnel)

YINAUNANEINAD (three-neck round-bottom flask)
WisnIuLaiWan (magnetic bar)

NS¥UBNAN (graduated cylinder)

NaoAneAaNIWUULNY (glass dropper) WazNE N (rubber bulb)
YINAAAIIUAY (suction flask) kanIIBYBLUBS (Buchner funnel)
ARULAULLDSLANTZLUT1 (allihn condenser)

nszAudiEns (weighting paper)

. NTzA19NT0Y (filter paper)

. n7zA1vanla (litmus paper)

. N3LINUIRNI (watch glass)

. Foudnansalnulad (stainless spatula)

. Ins3unen (pestle and mortar)

- aumniaur1Un (laboratory bottle with PP-screw cap)
. WP30etvEns (analytical balance)

. p3esinnInua (pH meter)

. TaUaenAr i (desiccator)

- p3esnuasnenlinusau (hot-plate stirrer) uazivosluAuia

(thermocouple)

%u@mmmﬂ (aspirator pump)
gransfudalau (silicone oil bath)
1911 (water bath)

goulnii (electric oven)

El Ao a .
LATDIAAULEHEIAIIUNGA (sonicator)
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3.3 N15891A5129 MgAL LDH

N58AATIEN MAL LDH fe3Bmsnnagnausis Lananagui 3.1 ITunaudiil

(1) aza18 Ma(NO5),-6H,0 (9.6 n3u) uag ANO,)59H,0 (4.7 %) luiusimannlesay

1Y

31105 44 fiaddns muasazaneiigaumgiiveadunal 5 uiil suldansazarefianvusla

Ligd
(2) w3sua1sazateLUd lneds NaOH 4.0 n3u azareluuiusiaainlessudiuing 100

a aa A a v [ ~ AM v o A
Haaamng ﬂ?uaqiagaqEJV]QZUV]QM‘W@QLUULQ@'] 5 UM "\]umiazmBwlmmaﬂwmﬂﬂmmﬁ

(3) Minsreneaveavamenasazarslude (1) waw (2) eenedn 9 adufinnesidihusaan
loeauusuns 50 Jadans nisununiudlsazatenaonlal USuAiiesvesaisarale
THWnfU 10 (pH ~ 10) Ineres 9 nendIazans NaOH aunseierfiovnsiivingu 10 uwas
nusetdunian 15 und 9ntumeeanasiildainnisanaznousiuldvinuiauasUne

Wlunmulugrahiuddlausswisniuwiminfionmgl 80 ewwadea 1Wua 12 4alus

(4) nsoangnaudrnIINVomaNlUte (3) Mmeyansemiautugaeinialaslinszaiunses

was 42 wazdemneiusiAanlessu aunseismiievvesitanadunans (pH ~ 7)

(5) dnznounlilusuigumall 80 ssruwaidea Wuian 24 $3lu wazunliasiden 1ok

YoauTaEuN7 Tnelaulnuaiy LDH
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Mg(NO,),- 6H,0
AlNO,),: 9H,0 NaOH
DI water DI water
p 4 . p 4
dropped into 50 mL DI water
Metal solution Base solution

adjusted pH to 10
aged at 80 °C for 12 h

Gel-like slurry

filtered and washed with DI water until pH 7
dried at 80 °C for 24 h

LDH

5UN 3.1 Junoun1sdaunsIest LDH Agisn1sannznausiu
3.4 nsaauuslaseasauazinues MgAl LDH

n3nALUslATeas1aves MgAl LDH lngn1saenunsn SDS uaynssnuUsiives MeAl
LDH lnen1svhddiatuvesdisaaiuloauinuandeiu wansdamsed 3.1 angldnnsuia

Tulasiau Wuan 6 $2lus Tneileniuealudivinazate Jviavus 4 35 Toun Faaduluy

14 a

bbIAY, ‘(JaLasf.fULLUUL’{‘JEJﬂ, NTERALNTNLAETATULUULTENANAIAU LAZAISEBALNTALAY

(% L3

FAaTUNSoUAY LanIfIn15199 3.2 Tdudnwalu LDH,-SDS,-S,. 1a8 x A8 d, w kag ¢

o

WNUITNNIAALUS MAL LDH n Aa 1.0 unusnsidrulasluaves SDS : Al m A9 2.4 unu

gnrdulagluaras APS : Al uay S fim APS unuaiiavesansgaiulaiauy



MA15197 3.1 auﬁ’amqmﬂmwLLaﬂmqa%fwuaﬂaﬁ@jmulemamwiazﬁuﬁ@ [36]

(3-minopropyl) Methyl(trimethoxy) Octadecyl-
Chemical name
triethoxysilane silane (trimethoxy)silane
Abbreviation APS MTMS OTMS
Molecular weight
221.4 136.2 374.7
(g/mol)
Boiling point (°C) 217 102-104 170
Critical surface
35.0 22.5 27.6
tension (mN/m)
CHj3 OCH;

R e

Si
, NS CHs @/\I/\/ ~OCH,
/—O O—\ Hac-.‘?O/ ~q~ OCH;

A13197 3.2 B1saauUslATIEsIsazIuee MgAl LDH

Structure

Sample Structural and surface modification method
LDH4-APS, , FAaTuwuuliis (dry silylation)
LDH,-APS, , Faadunuullen (wet silylation)

AsERALNINLArTAaTULLUUBNAIUaRY
LDHW'SDsl.o'APSZA
(intercalation and wet silylation respectively)

NSEDALNSNUALTAATUNS DU
LDH,-SDS, ,-APS, 4
(intercalation and silylation together)

31
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3.4.1 FAATULUUNAS

N130ALUTHIYEY MgAL LDH mMen1svingaadukuunis wanewiagui 3.2 idunou

[

D!

(1) azany Mg(NO,),-6H,0 (9.6 nTu) way AUNO;);-9H,0 (4.7 %) Tuiusiaannlessu

IS

31195 44 fiaddns muaisazaneiigamgiiveadunal 5 uiil suldansazatendanvuela

laigd
(2) W3suATAaTaneLUd teate NaOH 4.0 n5u avaleludiusidannlessulsuing 100

fiaddns nuansazaneNaamgivesdunal 5 wil suasazanenladianvuelaliia

(3) Wnnevesvesmamenansazaelute (1) uae (2) ethetn 9 asludninesiidthusaen
loaauUsuns 50 Jadans wiaununiualsazalsnasnlal USuAIiiesvesasaraie
THwinfu 10 (pH ~ 10) Ineres 9 nenaIsazans NaOH aunseiierfiovmsiivingu 10 uwas
nusalunat 15 wit ntunesnanildainnisanazneusinldvinuiinazdann

lunmulugrahiudalaudesuianiuwimviniionmgl 80 e wadea 1Wua 12 4alus

(4) nspemznaudvnnvewmanlute (3) meyanseanseudugaeinmalaglinszaiunses

Wes 42 uavawmneiusaanlossu aunseisaiitervesiiaradunans (pH = 7)

a

(5) nzneuilldluauigaugll 80 esrwaidea [Wuian 24 43109 wazualviaziden Loiu

Y

YDILTIAVN

(6) msdulaluniulueniueadsuing 50 faddns Mmeuiniuwdinaniiaungiivies
Wuran 30 il anntumee o viea APS USuas 7 Tadans adluansazansuazniufisums
nundmanaeldnnzuialulasou Wunaei 6 9alus lneAndusasidiulaeluaves

APS : AL winfiu 2.4 : 1.0 WiaAsULIAPYaNaELNTEY)

(7) nseamznaudvianvesralute (6) meyansoanseutugaeinialaglinszaiunses

W93 42 LaraldmieenIuealsuIng 500 Jadans

(8) ngneudlaluauiigamgll 80 srwaidea {Wuian 24 4309 wazualviaziden Liu

0auT9EY TRl Teunnueie LDH4-APS, 4



Mg(NO,),: 6H,0
AUNO,),- 9H,0 NaOH

DI water DI water

Y N

dropped into 50 mL DI water )
Metal solution Base solution

adjusted pH to 10
aged at 80 °C for 12 h

Gel-like slurry

filtered and washed with DI water until pH 7
dried at 80 °C for 24 h

Dried LDH

suspended into 50 mL ethanol

stirred for 30 min

added

dropwise

APS

A

stirred for 6 h in N, flow

White slurry

filtered and washed with ethanol
dried at 80 °C for 24 h

Y

LDH-APS,

5UN 3.2 M3ianUsinves MgAL LDH sign1svngaiadunuuning
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3.4.2 YARTULUUUYN

N159ALkUTHIVBY MAL LDH sensvinddiaduuuuiden waneiagui 3.3 ddunou

[

D!

(1) azany Mg(NO,),-6H,0 (9.6 nTu) way AUNO;);-9H,0 (4.7 n%u) Tuiusiaannlessu

IS

31195 44 fiaddns muaisazaneiigamgiiveadunal 5 uiil suldansazatendanvuela

laigd
(2) W3suATAaTaneLUd teate NaOH 4.0 n5u avaleludiusidannlessulsuing 100

fiaddns nuasazaneNaamgivesdunal 5 il suasasarenladianvuelaliia

(3) Wnnevesvesmamenasazarelute (1) uae (2) etretn 9 asludninesiidtusaen
loaauUsuns 50 Jadans wiaununiualsazalsnasnlal USuAIiiesvesasaraie
THwinfu 10 (pH ~ 10) Ineres 9 nenaIsazans NaOH aunseiierfiovmsiivingu 10 uwas
nuselduan 15 undl 9ntumveswaniildainnisannznousiuldvinuiuaz e

lunmulugrahiudalaudesuianiuwimviniionmgl 80 e wadea 1Wua 12 4alus

(4) nspemznaudvnnvewmanlute (3) meyanseanseudugaeinmalaglinszaiunses

Wes 42 uavawmneiusaanlossu aunseisaiitervesiiaradunans (pH = 7)

(5) Umznauduiflaluniuluteniuead3uins 50 faddns AreuvianIULImManT

gaumnniivied 1Wuan 30 w1l antudes 9 nen APS Usuns 7 faddns aduaisavatouay
i4 ' 1 [ £ & = Y a < v 1

nausswianIukimanatelanzuialulasiau Wunal 6 Talus lneAndudnsndiu

'
=

Tneluavag APS : ALy 2.4 : 1.0 Wiaasunantavasnauniaduid

(6) nsoemznaudrINvemaNlude (5) meynnsesnieutugreinialaglinszarunses

WS 42 Wara1amIeeIUeaUsuIng 500 Nadans

(7) Whagneudlaluauiigamgll 80 esrwaidea Wuian 24 93109 wazualviaziden Liu

Y d9dv7 InelTeuwnuaiy LDH,-APS, 4



Mg(NO,),- 6H,0

AUNO,),- 9H,0

DI water

Y

Metal solution

dropped into

NaOH

DI water

A

50 mL DI water

Y

Base solution

adjusted pH to 10
aged at 80 °C for 12 h

Gel-like slurry

h 4

filttered and washed with DI water until pH 7

Wet

LDH

Y

suspended into 50 mL ethanol

stirred for 30 min

added

APS

Fy

dropwise

stirred for 6 h in N, flow

White

slurry

filtered and washed with ethanol
dried at 80 °C for 24 h

LDH, -APS, ,

JUT 3.3 N13AnKUSHITES MgAL LDH siagn1svinddaduiuuien

35
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3.4.3 N15ADALNINLAZTAATURUUENAINAINU

N3nALUslAT9aT19Yes MgAL LDH Tngn1saenunsn SDS uaynisnuUsiives MeAl
LDH lagnsvi@@iatuiuuilenaud iy wanasisguin 3.4 ITunaudall

(1) azany Mg(NO,),-6H,0 (9.6 nTu) way AUNO;);-9H,0 (4.7 n%u) Tuiusiaannlessu

IS

31195 44 fiaddns muaisazaneiigamgiiveadunal 5 uiil suldansazatendanvuela

laidid
(2) a¥any NaOH (4.0 nsu) waz SDS (3.6 n¥u) Tuiusieainlessudiuing 100 daddns
TneAndudnsdulagluaves SDS : ALy 1.0 : 1.0 muasazaeiigamgiivienduan

[

15 u? ulsansazanenildnwalaluia

(3) lnsevenvoavamenansazanglude (1) waz (2) eghedh q adudnnesidiiusaain
loaauusuns 50 Jadans wiaudunIudIsazatenaanlal USUAIilesvesaIsaraie
Tviiu 10 (pH =~ 10) Tnedes 4 nenasarans NaOH aunszIarfiovafivintu 10 uay
nusoluan 15 w9 ntumvesrandildannnisanazneusiuldviauiauazdad

Wlunmulugrahiudalaudewianiuwiminiionmgl 80 ewwadea WWua 12 9ilu

(4) nsoemznaudvnNvewmanlude (3) meyanseansautugaeinialaglinszaiunses

waes 42 wazanemneiusiaainlessy aunsensriervesitarsdunans (pH ~ 7)

(5) drmznaudviiflatuniuluteniueausuing 50 adans A28uNINIULILUANT

gamaiivios 10uan 30 uil 91nturee 9 vea APS Usunas 7 faddns asluaisavatouay
o | 1 < 4 & Id Y] a < [ 1

numeuisnulimanatglanzuialulasiau Wunar 6 Talus lnesdAnludnsidiu

Taeluavad APS : ALy 2.4 ¢ 1.0 Waasunanlavasuauniladyn

(6) nyeamznaudrnaInvenalute (5) seyansemsautugaeinialaglinszaunses

W93 42 Lara1dmieLenIuealsuIng 500 Jadans

(7) dnznounliluasuigumgl 80 ssrwailoa WJuian 24 $3lus wazunliaiden 1ok

Y9udadu? IneiTeuwnumig LDH,-SDS, -APS, 4



Mg(NOs)E- 6H,0 NaOH
AL(NOS)B- 9H,0 SDS
DI water DI water

A 3

dropped into 50 mL DI water .
Metal solution Base solution

adjusted pH to 10
aged at 80 °C for 12 h

Gel-like slurry

filtered and washed with DI water until pH 7

4

Resultant wet precipitate

suspended into 50 mL ethanol

stirred for 30 min

added

APS

A

dropwise

stirred for 6 h in N, flow

A4
White slurry

washed with ethanol
dried at 80 °C for 24 h

A 4
LDH,-SDS, -APS,

U7 3.4 masauUslassadnawes MeAl LDH Tngnisaenunsn SDS wae

v

N5AaLUSRITEY MAl LDH Tneansih@diaduluuilenauasu

37
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3.4.4 ANSHDALNINLASTALATUNSDUNU

mM3vinuUslasaasnaves MgAl LDH lngn1saenunsn SDS wagn1sanuusiives MgAl
LDH lagnsvidfiatunioniu ansiegun 3.5 dvunaudail

(1) azany Mg(NO,),-6H,0 (9.6 nTu) way AUNO;);-9H,0 (4.7 n%u) Tuiusiaannlessu

IS

31195 44 fiaddns muaisazaneiigamgiiveadunal 5 uiil suldansazatendanvuela

laidid
(2) a¥any NaOH (4.0 nsu) waz SDS (3.6 n¥u) Tuiusieainlessudiuing 100 daddns
TneAndudnsdulagluaves SDS : ALy 1.0 : 1.0 muasazaeiigamgiivienduan

[

15 u? ulsansazanenildnwalaluia

(3) wlgnansavarwasaaulaia Tngnau APS U3uns 7 fiaddns luleniueadsuing 50
fiaddns Andudnsdiulaeluared APS @ Al Windu 2.4 : 1.0 nauasazanefigungiines

Wuan 5 ui

(@) WWnmeveavesnamenaisazatslude (1) (2) uag (3) eg19t1 q asludninesid
dhuseanlessulsuins 44 faddns nSeufuniuarsavarsnasninal Usuarfierves
arsavaelivindu 10 (pH ~ 10) Insres 9 nena15azale NaOH FunseaieAfievasil
Wiy 10 waznauseduian 15 Wit entumvewaiildarnnsanaznausiuldvinuia
wardasilumulugraidudaleudouwiniunlivaniigumngfl 80 ssmeaidoa iuaa

12 7laig

(5) nspemznaudvNvewmanlude (4) meyanseanseudugneinialaglinszarunses

Wes 42 uavarwneiiusaanlossu aunseyisaiitervesiiaradunans (pH = 7)

(6) ungneudlaluauiigamgll 80 srwaidea Wuian 24 9309 wazualviaziden Liug

299ud9dY1? IneiTeuwnusig LDH.-SDS, ;-APS, 4
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Mg(NO,),- 6H,0 NaOH
AUNO,),- 9H,0 SDS APS
DI water DI water ethanol

dropped into 4d4/mL DI water

adjusted pH to 10
aged at 80 °C for 12 h

Gel-like slurry

filttered and washed with DI water until pH 7
dried at 80 °C for 24 h

LDH_-SDS, ,-APS, ,

3UN 3.5 Msiaudslasaasneued MgAl LDH lnenisaanunsn SDS wag

N13AALUTRIUD MAL LDH Tnansvinddiatunionsiu
3.4.5 navesdnsndrulneluavas SDS : Al

N15ALUsIATIE519989 MeAL LDH Tasnisaenwnsn SDS fisnsndulaeluaves
SDS - Al wangeiu 16um 0.6 : 1.0, 0.8 : 1.0, 1.0 : 1.0 Way 1.2 : 1.0 W@nIFIAI5199 3.3
Tdeyanwalldu LDH,-SDS,-S,, 108 x A w knu3Sn1sAnuwyUs MgAl LDH Algn1saenunsn
wazddatuluullenmuanau n A 0.6, 0.8, 1.0 kay 1.2 unusnsidiulagluaues SDS : Al

m Ao 2.4 unudnsdulaeluaved APS : Al uag S Ao APS wnurlinvesansaaiulaiay

a1t 3.3 Snsndulagluaves SDS : Al uaz APS : Al 489 MeAl LDH 7iHunsdinuys

Chemical composition (mole) Molar ratio
Sample

AUNO,);-9H,0  SDS APS SDS : AL APS : Al

LDH,,-SDS; o 0.0125 0.0125 - 1.0:1.0 -
LDH,-APS, 4 0.0125 - 0.0300 - 24:1.0
LDH,,-SDS, ¢-APS, 4 0.0125 0.0075  0.0300 06:10 24:1.0
LDH,,-SDS, ¢-APS, 4 0.0125 0.0100  0.0300 08:10 24:10
LDH,,-SDS; ,-APS, 4 0.0125 0.0125  0.0300 1.0:10 24:10

LDH,,-SDS, ,-APS, 4 0.0125 0.0150  0.0300 12:10 24:10
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3.4.6 wavasvilaasgauleiau

N139AkUSHITDI MgAL LDH Taan1svinddadusuuilen sievinaisarivluaui

L2 L4

uaneAaiy lon APS, MTMS wag OTMS waneiannsnei 3.4 Todudnwalildu LDH,-SDS,-Sy,
1ag x A9 w WNUIBN1TAALUS MeAL LDH fagn1sdeaunsniazdaaduluulanniuaisu
n Ao 1.0 unusnsidulagluaves SDS : Al m A 2.4 wnusnsidrulagluaves APS : Al

wag S Ao APS, MTMS uag OTMS unuiinvesansgaiuleiay

M15199 3.4 sllaansgmuleauLardnTidulagluaves SDS : Al wagansgaaulsiau : Al

989 MgAl LDH 7irun siinuds

Molar ratio
Sample Type of silane
SDS : Al Silane : Al
LDH,,-SDS; ,-APS, , (3-aminopropyUtriethoxysilane 1.0 : 1.0 24:1.0
LDH,-SDS; -MTMS,,  methyl(trimethoxy)silane 1.0:1.0 24:1.0
LDH,-SDS,; -OTMS,,  octadecyl(trimethoxy)silane 1.0:1.0 24:1.0

3.4.7 HavaIdnI1dUulaeluavae APS : Al

N155ARUsAI99 MeAl LDH Taenisvinddadusuuden fisnsdrulasluaves
APS : AL umnanafiu léun 1.4 : 1.0, 2.4 : 1.0 wag 3.4 : 1.0 uanadan1snedl 3.5 [dydnval
WU LDH,-SDS-S 108 x @B w Wnu3sn1sanuys MeAl LDH aignsaenunsnikasdaiadu
LUULENEINEIAU N AB 1.0 knudnsIdulaeluawed SDS : Al m A 1.4, 2.4 way 3.4 Ny

ans1diulagluaras APS : Al uay S fis APS unurilavesansdniuleiauy

a15797t 3.5 Snsndulaeluaves SDS : Al uaz APS : Al 489 MeAl LDH Tirunsdinus

Chemical composition (mole) Molar ratio
Sample
AUNO;)5-9H,0 SDS APS SDS: Al APS : Al
LDH,-SDS, ,-APS, , 0.0125 0.0125 0.0175 1.0:10 14:10
LDH,-SDS; o-APS,, 0.0125 0.0125  0.0300 1.0:10 24:10

LDH,,-SDS, o-APS, 4 0.0125 0.0125  0.0426 1.0:1.0 3.4:1.0
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3.5 NM5ATIZRENTANIINIEAMNLAZLATYY MgAL LDH nauuaznasnisanudslaseasdng

WEA!
3.5.1 maliansiaeunseddng: X-ray diffraction (XRD)

N153ATIERlAsIEsINankasInAIAlansyad MeAl LDH Aaukasnaini1sankys
shewmaila XRD 14iA3es X-ray diffractometer 8%e Bruker §u D8 Discover fauanslugui
3.6 uiTeildnuenedusedidndedia Cu Ko (AuemAduwindy 1.5406 Ssansan)
ussrulnidn 40 Alalaan nszualnin 40 Hadueuwus sns1N1salnuY 0.02 BRI Lag
1 20 Tuta 1 fla 10 a3 dmunsienedimaionvuresidiindfiyuuau (low angle
analysis) waglu®19 5 89 80 091 dmSun1slATIEANISELLUUYDITAE NG TlyLn s
(high angle analysis) NM53ATIERENINESENFIBE1sUsTIna 1 89 2 ndu neasuuaald
fregranasinasliiantdivesieginssuausfuve urasnwugldfiegne anniutily

UILNOUUURNUINAIDE19UDULATEI XRD

a [y [y A vad ed -dl'
WAUA XRD EJ’W]‘EJ‘Maﬂﬂ’]iﬂﬂiﬂﬁL@ﬂ"?ﬁVmiW‘Uﬂ’J’mEJ'YJWGUIﬂG]ﬂﬂ53WUaQUu58UWUSU®Q

o
[ Y [y

NANFDE1Y NSEALIVUILLAAVULI DLAUNIINTLAUYD IR I@0 619 WU T UT ULV

AMUYIIAAY ANUITOAIUIAINISRENUUVDISIALDNTND e uNEnTusFDE e lAlaaaFe

A v a o

NENN1TVDILUINA (Brage’s law) 130@NN1T 2dsin® = nA Ll WaANNNTENUNIYU 6 U
SPUNUYRINANT s zvneTEINsTUUNENIIAY d asiRnSedagieurihusuawindusm
annsgnu Fauandlusuil 3.7 mafia XRD annsaldinsieimesdléiadnmnimuands
Usuwu mamﬁmiwﬁﬁléfmnmﬂﬁﬂﬁl,l,amm’flugﬂl,mu XRD (XRD pattern) & 4uan
ANUANRUSTENINYUANNTENY (26) AuAMUTNVRIFY I (intensity) N1358YlATIAT4
v3oigniavesndnluiogneninguuuy XRD Tiunisuazanuduvosiiniiusingiu 4
wUIMUSEUIUNEN (crystal plane) WagUSuIUeINEn MINEIAU lngau1sauINI AT
mauiAtadasasela 1y sLugsenIneszunu (d-spacing) vualaaniieg (unit cell
parameter) LarUIANANIRAY (average crystallite size) Wugu uenaniid@unsald
sxyinnA (phase) vosansmograilensuidassairsinansfegsnanillasaiiomie

Wuednuszanla
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;J‘Ll‘ﬁ 3.6 1389 X-ray diffractometer §va Bruker 'uj:‘u D8 Discover [37]

Incident
plane wave

2dsin®

1 : [ Constructive interference
dsin6 when
¢* & @ @ & 9 nA = 2d sin 6
Bragg’s Law

® ® ® ® 8 ®
JUN 3.7 sUsuunisannssnunaznsdeiuussdiandlumaila XRD aunguadkusni [38]

AIAUIMUBINATANTISESNULSIELEND

(1) 53829 9T21INITUIU AlAINNISIEBNULYITES RN UeILUIAA

sauandluaunisi (3.1)

2dsin® = nA (3.1)



a3

A |

Wo  d A9 TEURIeTEnINNTEuY, 998050 (interplanar spacing, A)

D

v a

0 A quﬁ,mﬂﬂﬁzwuma\ﬁﬂaLﬁﬂ%ﬁuwu’mwﬁﬂ, 2971 (angle between the

X-ray and lattice plane, degree)

D

o <

N A8 INUIUAULNUDUAUNISIESWUY (N = 1)

A Ao ANNEIRAUTRISIEDNG, Ssanseu (wavelength, A)

(2) vnwadnilgiangzlnuea (hexagonal unit cell) vad LDH Awialianndeya

sruunanvarignaauls dawansluaunisi (3.2)

ap= . x Vh2+k2+12 (3.2)

A & & ' Y] . Q
LD 3, AB VUINLWARNUIY, 23anIadl (unit cell parameter, A)
= ! [ " . ?
dh AD TTETITIINTEUIY, 838RTBY (interplanar spacing, A)

hk| A9 AYilsEuunEn
(3) aurandnade Audnlaandeayassurunaniaulasigaunisyesises
(Scherrer’s equation) AduanslugnnIsi (3.3)

4 KA
P Bcosd

(3.3)

e D, fip vwanENREeY, d3ansau (crystallite size, A)
K fio urlninassunse (shape factor)
B Aa AUNTeIANARTIvlavesiie, stAeu (full width at half

maximum, radian)



aq

3.5.2 wadadunsusasadnlnsalat: Fourier transform infrared spectroscopy

(FT-IR)

N153LA 5189 lA T 19y Haiduves MeAl LDH fouwaznden1sanils suds
AnneiilassaanyilaiduvesansBadngruiigsemaia FT-R 1Hia3es attenuated total
reflection-fourier transform infrared spectrometer (ATR-FTIR) § 1% ® Thermo Fisher
Scientific Ju Nicolet iS5 fauandluzudl 3.8 nuAdedldsuusevlunisinse 96 aunu
fiauaziBeslunisuendia (resolution) 4 cm™ waZAIEINE (optical velocity) 0.4747
wuRlwasHeIud TagvinsAnunflavadu 1,700-500 cm™ wag 4,000-2,800 cm dmiy

=l

MgAl LDH naulkazndanisanuls uasiavadu 4,000-500 cm™ dmsuansgnnngiuie

Y

(%
0

A15ATILISUINNMIBUFIDE19UTELI 0.2 B9 0.5 NTU 21989UULYIUINFI8819 91NTUY

Ul IiATIER (probe) uvaliniuansiiog

U aa

waila FT-IR 91devannsaanausaddunsisnlugianais (middle infrared region)
Usgaas 4,000-600 cm™ ifelaanavesansiegaldiundsnmaineddunise Wussiad
Tulsanaagiinnisdu (stretching) w3en1smyu (bending) vinlilAnn1siasuLyasves
Tuanatu nsfiluanagandussddurssaliiuauivesssdbunsusafesvifuamuily
nsduradlnanaresanstu q asutazeinvedimanudvesnisduiisimzuazuanssiy
foyatignuszinanalagliaunisidoimeuanedy Samsofuundsnuveusazai
gmpAuLazuanaeenuilugUuuuAUnaS Wiadia FTR anunsaldinssvidogaliiads
AN muazidsUTina Tnsnan1sliinseiildagianinnuduiussznitsanuituvenis

@umﬂﬁuLLm (absorbance) fuLavAaY (Wavenumber)

gﬂﬁ 3.8 1384 Attenuated total reflection-Fourier transform infrared spectrometer

(ATR-FTIR) ?jﬁa Thermo Fisher Scientific ﬁu Nicolet iS5 [39]
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3.5.3 waliawndisdngaaisawudauninsalnluuunszatenineingu:

Wavelength dispersive X-ray fluorescence spectroscopy (WDXRF)

MTIATIEiBIAUTENOULAYUTHMYB95 9 MgAL LDH firinunnssauus ilefinu
dadwlagluaues SDS : Al uazdnsdrulasluavesansgaiuluay : Al inuluasietng
wruNIRALUIEemaTin WOXRF 14a389 wavelength dispersive X-ray fluorescence
spectrometer 8910 Bruker 1 S8 Tiger fauanslusufl 3.9 MsiiasehiEuainnionas
fheghsUsyanm 0.2 §1 0.5 n§u raufunsaussa (boric acid) idasndau 1 sie 1 Tnetwiin
Mnduhlusaduuiusoniosalansedn Tnefmthwesansfedsdesdeuidueiuveu
Y9I01NT09629874 (sample holder) Mntuthanssegsiimsenldluusznouuuuviung

maganelueses wagihnsinsenneldnizgyainiea

wmadla WOXRF 01/ ndnn13inanuunniisuesnisgandusedidnd iy
ANYUZIANIZUIEINMILAUNATUANAIY Laznalla WDXRF aunsaldiiasizians
fhegsldiadanmunmiasiBeUiim Taesanisinmeiildsuandudnuusvondefibud
Taganavessineing q luasineg Ssaunsoiludsuamsnndnlagluavessnlags

AILUIALUANAVBITINU 9

;J‘Uﬁ 3.9 WAANLAS X-ray fluorescence spectrometer S Bruker i;u S8 Tiger [40]
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3.5.4 MANALYAN-ALAN FANDU-29 wAALNaaUUNIIARYSTUUNLURAN
slonuudauninsdlnl: Solid-state ?Silicon magic-angle-spinning nuclear

magnetic resonance spectroscopy (Solid-state #Si MAS NMR)

n5RTeiesdUsEneunuaiivetansanluleauly MeAl LDH Frunsiawusly
dn1uzrasudedaomaiia Solid-state 2Si MAS NMR Tdia3as Solid-state 2Si MAS NMR
spectrometer B%® Bruker Ju Ascend 400WB fauansluzuil 3.10 sAfedldlvuauuy
asealwanlsiwdy (cross polarization, CP) Tnsfmunniizlunishaszdlisd Aanud
alnInsilimes (spectrometer) 79.50 Wngldsn Lalduia (CP contact time) 3 Jadaundl
Lnaaad (delay time) 2 73U WagTIUINAWNY (humber of scan) 3600 @unu lagly
4,4-dimethyl-4-silapentane-1-sulfonic acid (DSS) 1Uuasiigun1nsgIu MsiATIERIEY
InsENAsHIeEeUsTINM 0.2 39 0.5 nfa Tunwugsesiu antuilunsuuwsiuang

A70819U0 A58

wafla Solid-state 2Si MAS NMR 918 6%&nn153nssfunasuiinana1afune
ﬁam%sa%aﬂauﬁagjmaiéié‘w%wa%qamuLLﬁLwﬁﬂ maladldnseRansiegdldneds
AMANLAZIBIUTH maﬂ'ﬁ%m‘ifmﬁﬁlﬁafmmvs]ﬁﬂﬁuamLﬂugmmuamﬂm%’u NMR Ssuanq
ANUFUNUSTENINANNTY (intensity) Ausmsuasdayayas (chemical shift) Iaen1ssey

[y aa % a

yinveiussAlindunIAsenusnTaney

g‘dﬁ 3.10 1504 Solid-state nuclear magnetic resonance spectrometer

§%o Bruker U Ascend 400WB [41]
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3.5.5 L‘I/Iﬂﬁﬂmi'i'ﬂquﬁuﬁaﬁﬂ: Water contact angle measurement (WCA)

nTATIZan Yo (hydrophilicity) Nslouti (hydrophobicity) ¥89 MgAl LDH

noularuaINsiauUsAsmalla WCA 14ia3a9 Water contact angle measurement 8o

1%
£ 24

Rameé-hart §u Standard goniometer model 200-F1 614 LLamﬂugﬂ‘ﬁ 3.11 91uddeily
lalastanentisanms 20 Tulasans asuuiIvesanuasatenMvaaInd1uly 5 3und
MFiATEAEINRTINATFeg TN 0.1 n3u T,maﬁﬂﬂé’m“ﬁugﬂLﬁ'fJuLLsiuﬂauUNé’w
wiosdnlensodn uarinuuminniiineguunszanalad adunursesiufogns 9ty

P19V URALIN9IDE19D AT DY

wiadia WCA anfenannisinyududassninmeniniuinvesiagueuds d18aves
Tandlanmyaunngs yudulasznitmeatiuiivesianlvuiauauin vaeiaiivesdan
fannlivouias yududasenitmemhiuiivesiandvuinninann duandluguin 3.12

nan15asIentaanmadaiiuanalusuamvementuuiiveda siiog1uay ss YLy

1%
v o o

UNEUN

g‘ﬂﬁ 3.11 LA38YIA water contact angle measurement %0 Ramé-hart

iq'u Standard goniometer model 200-F1 [42]
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Hydrophilicity Hydrophohicity
smaller contact angle sigyer contact angle

Water
Surface Surface

3
r

)

JUN 3.12 Msinyududaserinamentiuiavesianueuds [42]

faa 4 (%

3.5.6 wallaganssAudianasaunuudansiasialansdatunazniss
NMSNTTANUNAIUVDITIFLBND: Field emission scanning electron

microscopy-Energy dispersive X-ray spectroscopy (FESEM-EDS)

NTIATIENFUFININEY (morphology) kazUUINBUNIAYEY MeAl LDH nauuagwias

o«

nsfaLUsaumaila FESEM T4la3as Field emission scanning electron microscope 88
JEOL 3u JSM-7610F fawanslugudl 3.13 n153A51emisuaInnIswsenasfiiegelnen1sun

Tilunsaeiden 15eraiiog19asumUn1IA5Ua NN LLA1NTBIRI0E1e NUWAREY

6

A708199 UL NATIULNDULITLATBIILATIY

a

walla FESEM a1dendnnisdeaidannsaulsugi (primary electron) 910

wudsidindidnnseu (electron source) lUuuiagne tleliiiedrainnsgayde
Siinnseutuuen iniludinnsounfiogi (secondary electron) nqnoenu wazgn
axnduieinamesneluedes Wowlsnaduduanalniiviedyaranmiifiddmens
(magnification) #ausl 25 #a 1,000,000 Han1TAATIERALFANmATATLanLduzUm
Fevavenfednuwazmaduginervesnediidnuagessls Inmsrndvieinmenguily
dnwareenils uagfianunsaduasvuineynaldainnislilusunsudu q 1wy image |
Jusiu

A UMAlANITINNISNTEAENAINNUVITIFED NG Wuwmelenlduenda i

T o

< 1 ] Id [ .. .«.:4' 1 v v o a
WNELTEYFILUUANYUELANE (characteristic X—rays) SUENﬁ’WJVlLLG]ﬂG]']\?ﬂU@'J‘EJﬁLUﬂ@iﬂJLGZN

1

Wawu Augiunstigendiuasuszananadygranliintlinsniiludunauvesdiiedig
16 wan1siaszvimemaiadfianwusiuaunnsy EDS FeasuansnnuduiussEning
TuIuF Y 10uOngL58995999ULe (X-ray counts) Tuwnu Y fundasnu (energy) Nlglunis

Aas1en luniae keV Tuwnu X Aialiinduluanasuazaenndesiusinindussiuszney
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YOO NN IMAEU INTuredwTldaziunaduliinaiosasingesnauvedss

Adussrusznavluusnunidenyiinisnegaau

i
—
) < "ll“u

-

gﬂﬁ 3.13 1A394 Field emission scanning electron microscope

fvf0 JEOL Ju JSM-7610F [43)
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3.6 NMIAIENUITUABNNDRAVRIENTEARAFIUNYIU MgAL LDH #sinunsanuuslaseaiig

UAH?
nswsenuIluAeNNeEn YA sEARRgILNYTU MAl LDH Miinunsanuuslasease
WAZHD UARIRIUN 3.14 ddunaunall

(1) 11 MgAl LDH firnun1ssnuys Usuna 3 % Taethuen nuluefiauedwsd3uias 10

NAUNLFU

(2) Wwesmanilauinuivasiafagiuiigniiiefauedmadudiazaiey3unm 10 nsy
AgwrianIuLmanigamgd 60 ssamneaidea Wunian 3 9lue lneUadTninesaae
WaraRniee1ms Weasulaniulluneunednveanstafnguiieiu MgAl LDH i1un1s

o = & A
AALUS BUTUYBILNAINUAAUN

Ethyl acetate based PU adhesive

added sonicated Modified LDH 3 wt%
< White slurry

for 30 min Ethyl acetate

stirred at 60 °C for 3 h

Y
PU/Modified LDH

UM 3.14 manIgnuiluneunednvaansdanngiuieiu MgAl LDH Ns1un1ssinuys

3.6.1 WavasUIu1as MgAl LDH frinun1saauys

a @

N133guUNlUADUNBANYDIATEARAFIUNYAU MgAL LDH IW1UN15ARLUT 638
USura MeAL LDH Aiun1saauusuana1eiu lawn 3, 5 wag 20 % laguivin wans
A9 3.6 Tdeydnwalidu PU/X-Y% Tne X Ao LDH,-SDS; ;-APS, 4 Wnuadnues MeAl

LDH 76un15anLUs wag Y A9 3, 5 wag 20 unudsunuwes MgAl LDH MHun1sanuys
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A157199 3.6 USunas LDH,,-SDS, o-APS, 4 Tuunlupeunednvesasearng gty MgAl LDH

NHIUNTARALUS
Chemical composition (g)
Sample
PU adhesive  LDH,-SDS; ,-APS,,
PU 10.00 0.00
PU/LDH,-SDS, ,-APS, 3% 10.00 0.30
PU/LDH,-SDS, o-APS, ;-5% 10.00 0.50
PU/LDH,~SDS, ;-APS, 4-20% 10.00 2.00

3.6.2 HaV29YTIA MeAl LDH fikiunsfnauys

mMassuulunounednvesasiinAng Uil MeAl LDH finunisdauus sewila
MgAl LDH FrumssanUswAnAnety I8wn LDH,-SDS, o-APS, 4, LDH,~SDS, o-MTMS, ¢ Waz
LDH,-SDS; c-OTMS, 4 wansdtannsnafi 3.7 Mdudnwaldu PU/X-Y% tne X fia LDH,-SDS, o
APS, 4, LDH,,-SDS; »-MTMS,4 48 % LDH,-SDS,o-OTMS,4 LN U%Anv89 MeAl LDH 7ir1u

MIAALUT Wag Y Ao 3 unuUsuiaites MeAl LDH Airun1saauus

A15199 3.7 sakazUSuna MeAl LDH 7irunisaakustuunlumeunednvatansgnsingiu

gy MgAl LDH FrunsRaUs

Modified MgAl LDH

Sample
Type Amount (g)
PU A -
PU/LDH-3% LDH 0.30
PU/LDH,-SDS, o-APS, +-3% LDH, -SDS, 5-APS, 4 0.30
PU/LDH,-SDS; -MTMS, 3%  LDH,-SDS, -MTMS, , 0.30

PU/LDH,-SDS, -OTMS, -3%  LDH,-SDS, -OTMS,, 0.30
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3.7 MyAAszviauUfdenavesunlunaunadnvasasinfingiuiieiu MgAL LDH fiku

nsanudslaseassuaziin
3.7.1 MALANISNAGDUAIUATUNIULSILRDU: Lap shear strength

N13NAAUANNAINTTAIUNITEARAYEIATERRAF WY AouLaENaINANTU MAL
LDH fikuni1sdiauys Tnefiansanainanuainnsalunisiuniussadoudiemaia lap
shear strength 14,n309 Universal testing machine %o Hounsfield j:u H10 KM puana
Tugud 3.15 sddeildnmslunsmeaeunuanasigiu ASTM D1000 Tnelduriuergfidien

KY)
wedeiluiaglunmsveaeufdnduussydusisouiignienuszaumeasiafnguiy

wiAllA lap shear strength 1ABMENN1305IVTINNGANTIUTINAVRITAMIOLATULTY

n3¥vAINATEUeN WeaBunulAsUANUANAINATEYEN ANLALIzgNaenlUSuTIINaNS

=< a =2 A o w

TAfe YNl a150AANANISIAFIAUNTENDIUATINAANUAIUITAIUNITHUNTUAINULAU

[

JufAnnsgyidegusiazinein lagaudugeaaiiansdainiuld Ae A1minunuse
usaidieu (shear strength) uagsyeziiansdnanannsadamldgsaaieuinnisdnun fo
n158A%1 o 9979 (elongation at break) Han1ins1esiitldinnadinduanseudusiug
SEMIN9ANNLAL (stress) LazANLLATEN (strain) BsanansathanmmAirsmusiausudeunas

N138afa a Aale

gﬂﬁ 3.15 1503 Universal testing machine §va Hounsfield sq'u H10 KM [44]


https://riccoprint.com/%e0%b8%9a%e0%b8%a3%e0%b8%a3%e0%b8%88%e0%b8%b8%e0%b8%a0%e0%b8%b1%e0%b8%93%e0%b8%91%e0%b9%8c%e0%b8%ad%e0%b9%88%e0%b8%ad%e0%b8%99%e0%b8%95%e0%b8%b1%e0%b8%a7/
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3.7.2 WATANISINAIUNUA: Viscosity measurement

mynzianumiinvesansadagiuily Aeutazndawaniu MgAl LDH flinunsein
wU5 feLA3ed Viscometer 8% Brookfield U KU-2 Faduinsinanuviauuuainea
Fauandlusuil 3.16 sATedldunumiu (spindle) wia KU2-75Y fimansiseuluntsvauy
(paddle speed) 200 sousiaun?l a1elinIzangiivies A1TIATIEFEUINATBUATT
fre8naUiung 500 Sadans Tun1vurussginesns Mnduthlunnsuuuiuneiiodsves

LA3BY LAAILNUYDILBNRTAY Wie Ny uuadluasiieg

M5InANuninvesansinfinandenannisinnssduniunisivanigluvesasinia
nan1sAsIEmemaiiafazuanaduiiiauuuasiinealunuisiwuinesd (centipoise,

cPs) FanunsathteyalussungAnnuvilavesanstafnguiiyle

g‘dﬁ 3.16 LS04 Viscometer §%a Brookfield U KU-2 [45]
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uni 4

NANISNAABDILAZIATUNANIITNAADY

4.1 nmsaaudslaseassuazinues MgAl LDH
4.1.1 NAYDIIDTNIAALYS

N3anuUTIATIA519989 MeAL LDH lasn1saeninsn SDS wazn1saaulsiives MgAl
LDH Tngnsyina@aiada e 4 33 TeuA Saadunuusie (LDH4-APS, »), @alatunuuilen
(LDH,-APS, ), N1580ALNINLazTaLatubuutllenm uaiay (LDH,-SDS; ;-APS, ) was
ATEEALNTNLA AT UNS oY (LDH-SDS, ;-APS, o) 3idwwaneaudanisnien nLazias

1Y

489 MgAl LDH &3l

4.1.1.1 auUMTIATIAS9

gﬂ‘ﬁ 4.1 (A) wa@maguLuU high angle XRD ¥8¢ MgAl LDH firunsiawys
WUI1 LDH, LDH-APS, 4, LDH,-APS,4 WA LDH,,-SDS, c-APS,4 WARI3ULUY XRD
dennaesnuwunilifuu-ozgiiiauiatvesduilalansenlaaniolalasvialad
(hydrotalcite) Usznaudaedia XRD wanun 7 fim Fisuais 20 Ussuna 11, 23, 34,
39, 46, 60 Wag 62 BIAT TILAAITEUIU (003), (006), (009), (015), (018), (110) uae
(113) Mudsy [46] Ra1500138UU (003) wae (006) FuansiasyoeWasyninatu
Tanzlensonlas (dyy,) LazaUvuvesiulanslensenlas (e ANEEU Sauandly
A597 4.1 devhnnsdauwlsiaves MgAl LDH 61un15vin@atatu wuin LDHG-APS,,
WAz LDH,-APS, 4 SR dogs 482 dogs In&LAsiu LDH sdonadasiulalasialasiai
CO5%, NO5 wag H,0 L*fJulaaauﬂizﬁgauiuﬁdaadwiwiw%u [46] (31J*17‘i 4.2 (A)) w6l
LDHs-APS,4 W8 LDH,-APS,, in31uaevadfiaszulu (003) uag (006) #1131 LDH
wansin APS lallddlulurashessnirstureslalasialed udiiauffseiauuuiy
nylansondausiniinieuenuasyuvesialnsvialed wsBawdeasyninstulans
lonsenlansanas dewmaliusuinaduiulanslonsonledfidousiuiy (order of
stacking) anas [2] wag LDH4-APS, 4 ﬁmmqwmﬁmzuw (003) ag (006) #1n77
LDH,,-APS, ¢ {99910 LDH4-APS,  #1unsdiauUsiagenisvndaiadunuumnis vils
nilanandves APS iiaUjfsemvwiuiunilansendavedlalasialedlalaensa ud

LDH,-APS, 4 Hun1sanwdsiamen s daadusuuilen ilvnyienendves APS
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Anufazenlalasladaldifunylvaruea Faglvauoasmnsafinujiseinivuiy
fueafuvylearueainudesld vinldmdeuiunamgienendifieiiauiisoraiuuy
funylensendauiiiniiinisuenuazyuvedlalnsialediosas Fathy LDH, -APS, 4 99
S sutulavelansonludfideuiufuuinni LDH,APS, . usnaniiilovinnis
FALUTIATIES19T89 MgAL LDH HNUNIS@aAWNTn SDS WU LDH,-SDS; o-APS, 4 LWag
LDH-SDS; o-APS, 4 U509 #iA XRD fisumuie 26 Usyana 19 oeein %QLLamﬁﬁgmﬂ
994 SDS 103910 SDS Adluduneunsdaasieiivsunamnniuly vl sbs 1in
n1ssimnuudkendIeanaintalasiialed [47] waz LDH,-SDS, -APS, 4 1A313ES
YosiATEUIU (003) WAy (006) A1 LDH 1A Liiesain SDS wWrluunudl COsZ, NOs
way H,0 Wunisuanidesulessunieludesinsssuinaduvedlelnsialed denalel
ANEIVRIAA (003) Lay (006) AA1AARY YUz LDH.-SDS; o-APS, 4 Liuanadignie
lalaswalesd nuiiosfiafisaunus 20 Wwiadu 20.52 99a1 183970 SDS Waz APS
Saumzuudulanylensenled vilidulanslensonlsdinGoiaiulaliauysoiuasl
Huszidou uazfogiaiamualinansinann APS uanyi APS linn1snszanedléd

Tulaseasravedlalasialed

'gﬂﬁ 4.1 (B) hanagUtuy low angle XRD U89 MgAl LDH fiun13FaLY S
WUI1 LDH, LDH4-APS,4, LDH,-APS, 4 482 LDH-SDS; o-APS, 4 lius1ngiia XRD 1a 9
WH LDH,~SDS; c-APS,4 WaAIfiA XRD ASIUNUS 20 LU1AU 3.36 way 7.31 99A1
FeduuSAUTEUIU (003) WAz (006) MUEINY 5IAT doos WAT g WINAU 26.42 LAy
12.08 S3ansou sud1su Fadenandesiulelnsialediiilamdadamnnueuloseu (DS

anion, CH5(CH,);;S0¢) Lﬁulaaauﬂsza;auiwdamﬂizmw%’u [48] (gﬂﬁ 4.2 (B))



(A)I * Hydrotalcite
2000 a.u.
m SDS

LDH_-SDS, -APS, ,

006
(009 (006)

- LDH, -SDS, ,-APS, ,

¥ (003)
(006)
~— *
3
& M LDH,-APS,,
2 * 003)
5 (006)
C *
% A j\M M__LDHAPS
- *
(003)
006
¢ * ’ (009)

(110)

*
(015) (018) *y (113)
S

5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2 Theta (degree)

(B) I2000 a.u.
LDH_-SDS, -APS, ,

—— LDH,-SDS, ;-APS,,,
—— LDH,_-APS,,

—— LDH,APS,,

— LDH

Intensity (a.u.)

1 2 3 4 5 6 7 8 9 10
2 Theta (degree)

35U 4.1 5Uluy XRD v83 MgAl LDH #isun1sinuysemieisunnsiany

(A) high angle uag (B) low angle
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(8)

OH OH OH OH OH OH OH |

(A) OH OH OH OH OH OH OH
7duos:
4.03 A

OH OH OH OH OH OH OH _

d .=
003 - 8 8 fe,0)
8.03 A P a) & G 6 Ao =

OH oH OH OH OH OH OH 26.42 A

OH OH OH OH OH OH OH

G HZO NOz' &}cof
Q e

n"{:' SOV DS anion

OH OH OH OH OH OH OH

gﬂﬁ 4.2 svuundneng 9 vadlaseadng LDH () lalaswalsdid CO.2, NO, waz H,0 lu

9971958 119%U wag (B) lalasvialednil DS anion Tuweaineseningtu

A5197 4.1 FLAUINA XRD LaYIEoYSEMINITEUTUNAN

At high angle At Low angle
Sample (003) (006) (003) (006)
20() dA) 20¢) d@A) 20(¢) dA) 20¢) dA
LDH 11.34 7.79 2291 3.88 - - - -
LDH4-APS, , 1137 777 2304  3.86 - - - -
LDH,-APS, , 1143 773 2279 390 - - - -

LDH,-SDS, ;-APS,, ~ 11.00 803  22.04 403 334 2642 731 12.08
LDH_-SDS, ;-APS, 4 - - 2052 4.32 - - - -
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4.1.1.2 Iasea¥renyiendu

'
a0 %

5UN 4.3 uana FTIR aldnasuvues MgAl fil1uUn1sAakUS Wavm1s5199 4.2
wananyilanduras MgAl MNIUN15ARLUS WU Moy avtalanILaUNUIvanis

wgﬁqﬁsﬁm@ﬂiﬂmﬁal%ﬁﬁﬁ CO5%, NO5 uaz H,0 ulessulszyaulutesing
synInetu TouA T1auau 3,670 war 3,610 cm @enndpstuendnEaiNSEUYES
Wuse M-O-H (M-O-H stretching) inuuudulavelensenlasvaslalnsiales Tna M
wiulaniWevseesgiiillon wau 3,450 donndsaifulenanwainsauveuse O-H
(O-H stretching) fnululuianavesiuudulavelansenledviothsznisoyniaves
lalasiiales wau 1,630 cm™” donpdesiuiondnwain1sduvesnuss O-H (O-H
bending) ﬁwuiui:uLaQamaaﬂfﬂuﬂiaadwssmw%’umaalaimﬁal%é WaU 1,365 cm’™
donndesiulonanwalnITdUYaIRLsY C-O (C-O vs stretching) 989 CO5” tag N-O
(N-O stretching) w03 NO5 Suifulessuuszaauluroviussninsiuvoslelnsialed
Lau 825 cm! denpdosfulendnuainisduvesiusy C-O (C-O v, stretching) 784
COL> uashau 583 war 560 cm! denadasiulenanuwainisduresiuss M-O (M-O
stretching) vudulanslansenlanveslalnsiialas [49] LDH,-APS,, uay LDH,-
APS, 4 :ﬁmmLﬁﬁmmLmuﬁﬂwaﬂﬁwgﬁaﬁsﬁmaﬂaimﬁal%ﬁﬂé’lﬁmﬁu LDH
ilesann APS AnUFASEAIUIIuAUMlensenTauAUTnATINB DN LATYNTES
lalasstales 3elavililassadslalasialediisa CO,2, NO; waz H,0 Wuleoeu
Uﬁz@auﬁlusdm*miw’m%’juLﬁmﬂwiLﬂﬁauLLﬂaﬂ WH LDH,,-SDS; o-APS, 4 HAULUL
YDILOUNITEUVDIRUST O-H qqﬁuuazLmué’ménL?iaulﬂﬁﬁhmmﬂ?ﬁluqas‘f’fmﬁmﬁau
U LDH ifesanniinnissausaiu (aggregation) ¥@40UNA LDH,,-SDS; ¢-APS, 4 11614
HIUNISHALYS BasLAUNITAUYEIRUSE C-O way N-O anavilewWisusy LDH
{09910 CO% way NOy Iuﬁiaﬁwizwdw%’jugﬂLmuﬁé’w DS anion [50] eyl
LDH.-SDS, o-APS, ¢ finnuiduueauaunisduvesiuse M-OH, O-H, C-O uag N-O s
171 LDH 1§19991n LDH.-SDS; --APS, 4 ﬁiﬂiaa%ﬁala‘lﬂiﬁﬁl%ﬁﬁiﬁaugsaiﬁﬂﬁﬁ
USunauiusefanaatioandn LDH wlavinisaauusiaves MeAl LDH Waunsvin
FaLaTu WUI1 LDHG-APS, 4, LDH,-APS, 4, LDH,-SDS; -APS,, W8 LDH-SDS, -
APS, UmﬂgLmULﬁmﬁmﬁaLﬂ‘%amﬁauﬁ’u LDH %QLLamﬁwyjﬂqﬁ%’mm APS oA
LU 1,130 cm?! denmdestuiendnuainisduresiusy Si-O-C (SFO-C stretching)

Tu APS WaU 1,060 cml @anAdasiulonan¥ain15dUTBINUSE SI-O-Si (S-O-Si
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stretching) lulassteleasnisy Fsuansienisnruuiuiuiesszning APS flog
Tndiesiu 929uau 990 §9 950 cm denrdasiulendnvalinisduvesiuss Si-O-M
(Si-O-M stretching) wansfisn1sAtukUUiusEnitemyleaiuaavas APS funy
lonsondavutulanslansonladvodlslnsiales wazuau 925 cm’! danndesiy
ondnwain1sduvestuse Si-OH (Si-OH stretching) wansfanylearueaves APS
FlaiAnnsauu [2] LDH.-APS,, way LDHW—APSMﬁm’mvﬁmamauﬁﬂwaﬂwyj
Harduves APS #1 wana3diusunas APS Wsadntieslu LDH APS,, uas LDH, -
APS, . oga1n LDH4-APS, 4 thag LDH,-APS, 4 fyurntesinesyninstuvedans
lansonlsduau vili APS lianunsadluluroshesswineduld APS SuAnufizen
muuluiumylensendaud Usnafianeusnuazsuvedlslnsvialest vazil LDH,-
SDS; -APS, 4 WAy I_DHC—SDSLO—APSZAﬁ?’n’mLEZJJWUENLLﬂUﬁﬂQU@ﬂMyjﬁﬂﬁﬁuﬂaﬂ APS
g9N91 LDHg-APS, 4 Wa% LDH,-APS, 4 1194910 LDH,-SDS, -APS, 4 A% LDH-SDS, -
APS, , ¥ sdauUslassadiesiunisaenunsn SDS lsideeinaseninsduiivung
ety APS FvanunsadiluludesinszuistuifiofafAtennivuuiuny
lensondauuiulave lensenladléanniu us LDH.-SDS, ;-APS, ¢ SAsduvasuay
FaN@120n91 LDH,,-SDS; -APS, 4 15189911 LDH,-SDS, o-APS, ;. #1n1580AWnsn SDS
wazddiatundouiilussuuiifviinashinifuly nyfleaueadwimiuseivliana
vonimnnimuuiutunglensendavuiaveslelasvialest wazmylearuoaiians
AruuufuesnnAuLduiunylensendavufinveslelasialed uonand
LDH,-SDS; o-APS, 4 ta¥ LDH.-SDS,; o-APS, 4 ﬁaﬂiﬂﬂgLLﬂULﬁmamﬁaLU%amﬁwﬁU
LDH4-APS, 4 Wag LDH, ~-APS, 4 s‘zfummﬁwyjﬂqﬁ%’waq SDS oA 939wy 2,980 fi
2,900 cm! WaTWAU 2,848 cm! @enndnsiuleNdnvain1sSuYeIUsE C-H (C-H
stretching) Anulunginiia (-CH,) waznyjlufiau (-CH,) o SDS MuEFU uay
1,460 cm™ @enAdesiulendnwainsduvesitusy C-H (C-H bending) finulumy
WAALAZILTIAUYDY SDS waghau 1,200, 1,060 uag 720 cm’! @onmdesiulonandel
N15&§UDIRUSY S=0 antisymmetric stretching, S=0O symmetric stretching iag
0-5-0 bending Aud1du Fanulu SDS [47] LDH,-SDS, o-APS, 4 fauduvesuaud
Usuanmyilanduves SDS g9 LDH-SDS, -APS, 4 {99917 SDS 89 LDH, ~SDS, o-
APS, 4 LﬁmmsaamLmaﬂLﬁt’hiﬂiusﬁa«iN55%’5']&%1460@@1@1@3171’611%‘15@smauy'ﬁai
YeusT LDH.-SDS; »-APS, 4 :ﬁiﬂiqa%ﬁaiﬂmiﬁa%ﬁﬁlmugmﬁ W1l SDS w1 tuTuy

Y9995 INTuvadlalasalunlataenin [30]
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5=0 symmetric, Si-O-Si MO
5au. stretching  sj-OH 5.0
5=0 antisymmetric . S~
M-O-H C-H. C-0 N-O stretching S-OM 050
stretching stretching : Oy CO(v,) \
Y O-H C-H stretching stretching
stretching bending  bending Si-0-C
(e)

Ei
.S
0] / !
o .-
c / \/\/
© —
3 /w v J\ // Y
o
wv
9 |(d) -
< -

1 A / N
© W — I — 1 P /
A of ] /

(@) ,,/\\_“_ Iy
a — —T
T T T T T T T T T T T T T T T T T T T T T T T T T T T

4000 3800 3600 3400 3200 3000 2800 | 1700 1600 1500 1400 1300 1200 1100 1000 900 800 700 600
Wavenumber (cm™)

U 4.3 awnm3u FTIR 983 MeAl LDH flrinunssinudsieiBunnsnaiu (a) LDH

(b) LDH-APS, 4 (C) LDH,-APS, 4 (d) LDH,~SDS, ;-APS, 4 4@ (e) LDH.-SDS; -APS, 4
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M13199 4.2 viglflenduras MgAl LDH runsinunys

Wavenumber (cm™)  Functional group

3,670, 3,610 M-O-H stretching of hydroxide layer
3,450 O-H stretching of water
2,980-2,900 C-H stretching of -CH5 group
2,848 C-H stretching of -CH, group
1,630 O-H bending of interlayer water
1,460 C-H bending of -CH, and -CH; group
C-O stretching of CO;” (v5) and N-O stretching of NO; in
1365 interlayer space of hydrotalcite
1,200, 1,060 S=0 antisymmetric and symmetric stretching of SDS
1,130 Si-O-C stretching of APS
1,060 Si-O-Si stretching of self-condensation of APS
1,025 O-C stretching of APS
Si-O-M stretching of condensation between APS and
990-950
hydrotalcite in metal hydroxide layer
925 Si-OH stretching of silanol group
825 C-O stretching of CO5* (v,)
720 O-S-O bending of SDS
625 Si-O stretching of APS
583, 560 M-O stretching in metal hydroxide layer

*M = Magnesium or Aluminium

4.1.1.3 anwvau/liveauin

JUT 4.4 uansyuduiainues MeAl Mlunsanuys wudnyuduiadives LDH,

Y 9

LDH,-APS, 4, LDH,~APS, 4, LDH,~SDS, ;-APS,4 k@& LDH-SDS; ¢-APS,4 # A 171U
19.80 + 1.12, 21.38 + 0.08, 32.55 + 0.11, 66.71 + 0.95 Uag 67.69 + 0.73 84"

¥
LYY o o

MuE1AU LDH fyududauinnige esanninylansendavutulanslansanlynu
wunn Fmylensendaaunsaiafiuselalasiauiuiilag vilv LDH fanimveu
1189 [51] LDH-APS,4 Wag LDH,-APS,, Jyuduiai1u1nnda LDH La431n APS

Usgnaumenyezdlulnsiia (CHN) Fadlannldveuuininnimylansenda we

1%
v W [ '

LDH,,-APS, ¢ iyuduiasnunnnan LDH-APS, 4 {99910 LDH,-APS, 4 H1UASAARUS
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Alaevinns@daduwuulen syniavedlalasialeddainnisnszateiiluansazae
IgAndn denalit APS Adudrunluszuuannsnifnufitennsuuduiulelasialadls
AN LDH4-APS, 4 ety LDH,-APS, , 398U10u APS siofinilaiail (grafting) UK
gslelnsaladaunnndn v lsdan wliseuthuinnit veg? LDH,-SDS-APS, 4 uas
LDH.-SDS; ¢-APS, 4 ﬁgué’mﬁaﬁqmﬂ%’u \{i9991n LDH,,-SDS-APS, ; wag LDH.-SDS, o-
APS,, W1un15RanUsIaTIds196a8 SDS GeUszneusaslalasasusuaisldend
(C1oH,5045Na) Feiianmanuidudasi vldiRnsunsisenduiilden dewals LDH, -

SDS; o-APS, 4 Waiw LDH.-SDS; o-APS, 4 fanwldvauiinunnnitfediadu [2]

(a) LDH (b) LDH-APS, ,

19.80+1.12° 21.38+0.08°

() LDH,-APS,,, d) LDH,-SDS, -APS, ; (e) LDH_-SDS, ,-APS, ,

32.55+0.11 ° 66.71+0.95 ° = 67.69 £0.73 !

UM 4.4 yuduiannves MeAl LDH i unsanwusaiedsunnsneiu (a) LDH

Y

(b) LDH4-APS, 4 (c) LDH,,-APS, 4 (d) LDH,,-SDS; -APS, 4 Wae (e) LDH-SDS; o-APS; 4

n3anuUslATIE319989 MeAL LDH lasn1saninsn SDS warn1sanulsiives MeAl
LDH Tnan1sviddadu deaseaudinianieninuazaiives MeAl LDH d9n1saenunsnuas
FAaTUAUETU (LDH,~SDS, o-APS, ) LRSIz aw {99970 LDH,~SDS, o-APS, 4 Sy
ﬁéaadmwim%y’ummﬁqﬂ wardUIuas APS QneieRaLiaLAluLRIY8Y LDH,-SDS; -APS,

d'
NG
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4.1.2 Havednsalulneluavas SDS : Al

N156AwUS MeAl LDH R1un15d0aunsn SDS wazddiatuwuuilenaiuaisu 7
gnsndrulaeluaves SDS : Al wan@nanu bawn 0.6 : 1.0 (LDH,-SDSys-APS,4), 0.8 : 1.0
(LDHW'SDSOB'APSZA), 10 . 10 (LDHW'SDSL()'APSZA) Loy 12 . 10 (LDHW'SDS1‘2'AP52_4) GTJ}Q

AmanautANIINIEANLAZLAIYDY MgAL LDH #atl

4.1.2.1 auUMTIATIAS9

gﬂ‘ﬁ 4.5 (A) uane3ULUU high angle XRD 989 MgAl LDH Firunsiawys
Wy fregreanuauansgluuy XRD fideandasiuuuniifou-evgfideouaines
sudalensonlasviselalasialas [46] Ra1sanszutu (003) way (006) 39A1 dogs WAy
oog WAPSFIMITIR 4.3 WU $2081999UR SR dops WAT dog NALABITY LDH @
aonraesiulalnsialesiisl CO.Z, NO; uay H,0 Julesaulszgaulutosinssswing

=

Fu [52] usszuu (003) wag (006) Vo4 LDH,,-APS, 4 ﬁmmqqﬁﬂﬁfmfjwL.Lazé'ﬂwmwm
1319791 LDH wanain APS 4849 LDH,-APS,, lildd1ulugeinsseninadunes
lalasvialed wilAnufisernrviiuiunylansendausnaiinisuenuasyuves
lelnsvialed (U7 4.6 (A) ilvitsainaddudulanslensenlediidouiuiuanas (29]
dlovinstandsTassaiieuns MeAl LDH auntsaenusn SDS ingtesinessnintu
NUI1 LDH,-SDS; o #1139 ueeiinsEuny (003) Lay (006) #1111 LDH wag LDH, -
APS, 4 171 1184910 SDS Wluunuil CO%, NO; uaz H,0 Kuniswanidsulesey
melutesinesyninstuveslolasialad (53] uonainiiieriiniseauys MeAl LDH
NIUNISABALNSA SDS LaLTAatuULUULTEARINEIAY WU LDH,-SDSq-APS, 4,
LDH,~SDS-APS; 4, LDH,-SDS; -APS,4 h@¥ LDH,-SDS; ,-APS,, HA313g Y8 i A
s2uU (003) way (006) anasdlofiusnsrdulasluaves SDS : Al audidu wesain
US04 SDS funniu vils DS anion @nansaunudl CO,%, NOs war H,0 lugesing
szwinsdurtunisuaniUasulesoulduiniy [35] uenani LDH,-SDS, ,, LDH,-
SDSpg-APS, 4, LDH,-SDS; ¢-APS, 4 k&1 LDH,,-SDS; -APS, 4 §aUsng#iA XRD Fetumia

20 Yszanay 19 aen Faduiiafiuansinnin SDS Ausndreenainlelasiialad (47]
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wazfog 1M ualiLanIinnIa APS Laneil APS 1inN13NTEa1efalantulAsIasng

vpalalasvialem

U7 4.5 (B) uanaguuuy low angle XRD 84 MgAl LDH AH1un1sdnuys
WU LDH wag LDH,-APS,, hiusingiia XRD 1a 9 wel LDH,-SDS; o, LDH,-SDSq -
APS, 4, LDH,,-SDS0-APS, 4, LDH,,-SDS; o-APS, 4 Waig LDH,,-SDS; ,-APS, 4 L@nsfia XRD

[

feunile 20 Useunod 3.50 wag 7.20 89A1 BeduwusSTUsTUIU (003) wag (006)

MuaIAu Feaeamdesiulalasiialednidl DS anion WWuleseuuszgauludesing

5¥1319%9U Iag DS anion viwuseiunylansendavudulavylensnlealudnumuy
FianuazdnideeiiuuutuLies (vertical intersectional monolayer) N18luY99313
szwinsduvodlalasiialed [29] (E‘U‘ﬁ' 4.6 (B)) Wi LDH,,-SDSqs-APS, 4, LDH,,-SDS 4-
APS, 4, LDH,-SDS; o-APS, 4 Way LDH,~-SDS; »-APS, 4 317 doos b8% dogs 11NAI7 LDH,,-

SDS, , Wlpsarnidierinisaaulstassad1sves MeAl LDH Hiunisaenuwnsn SDS 10
FaeinesEmingty lddesinssenineduniianniy APS Jsanansadilulutesing
sgninduiioRaufiseimuuduiunglensendavudulanslansenladlduniy
danalsiuuinteinesenineduninenda LDH,-SDS, , uenaindiieifiusnsdiulag

11a%04 SDS @ Al wuid Augevesiiasyuy (003) 1Ny 1ieanusun SDS fiun

(%
= o

Ju 1A DS anion Wnu CO5%, NOs wag H,0 Tut® 911958 nIN199UNIUATS
wanildeulosaulaundy walainluauienonsidrulagluaves SDS : Al WAy
1.2 : 1.0 (LDH,-SDS; ,-APS,4) WU AIMGSA (003) denana Lilaaanidu3una SDS

ynniuluRazaeawnsninlUlutesinsseninatula



* Hydrotalcite
A 11 000 a.u, 4
= 5DS
©03) (006)
* n ® . LDH,-SDS, ;-APS,,
B AL Y,
#(006)
A 03 (x_ A i, L%—SDSD_a-iPth 4
* (003) (025)
LDH, -SDS, -APS, ,
-~ *
3. '] (003)
p .
g (| (006)
- .
e A A LDH_-APS
g N\ S NS N M. o
c o % LDH, -SDS
* -
- J "M g W _./\L w 10
*(003)
(006)
* (009)
* 015 (110)
15 (o19) *% (113
e —————————

5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2 Theta (degree)

(8) I
1000 a.u. —— LDH,_-SDS, -APS, ,
—— LDH,,-SDS, ;-APS, ,
\ ~ LDH,-5DS, ;-APS,
W l~ (003) w 0.8 2.4
\l * LDH,-SDS, -APS, ,
| (003) o1 -
¥ m LDH,-APS,
~ P JJJ L ~ LDH,-SDS, ,
3 W INME
3 \ \ LDH
> !
%3]
c
]
ey
£
T T T T [T T T T [ T T T T [T T T T [ T T T T [T T T T [T T T T [ T T T T 1T 17171
1 2 3 4 5 6 7 8 9 10

2 Theta (degree)

5Ufl 4.5 UUUU XRD w89 MgAl LDH fisinunsiauussesasaulneluaves SDS : Al

LANEN9AU (A) high angle tag (B) low angle



(A)

R RS

EtO I\ /\ SN S
LOE(OOOQHOLO[UHOOO“
Ot

e

4 OH OH OH OH OH OH OH
3] 2 g® &R 8
¢ €

ﬂo/‘ ol OH OH OH OH OH OH

EtO___ ‘/()\&‘3/'3 OH ©, P OH [tO\‘ _OEt
oy

$35%

NH,

HH,
6 H0 NO; c%cof g APS

-9
Q B0 (\»'\UI-'
%o, A ; - 7
o7 WA DS anion

n/ o \
FC \OEl COOUOHOOOtOHO o0 0

7.95 A

Eto ‘ \

NH,

i
S

Io.o NH; N,
o] Q g
o) o \

O—m o 5

\ A7
o) oo O o O\ot,

NH,

| =27.00 A

g‘dﬁ 4.6 lassasnalalasvialonved (A) LDH, -APS, , way (B) LDH,~SDS,-APS, 4

e n=0.6,08, 1.0 way 1.2

A5197 4.3 FLAUINA XRD LAYITEHEITENINITLUIUNAN
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At high angle

At Low angle

Sample (003) (006) (003) (006)
20() dA) 20() dA) 20(¢) d@A) 20¢) d@A)
LDH 11.29 7.83 22.63 3.92 - - - -
LDH,-SDS, 1108 798 2143 414 358 2465 745 11.85
LDH,-APS, 4 1112 795 2255 394 - - - -
LDH,-SDS,-APS,, 1124 786 2218 400 350 2521 7.21 1225
LDH,-SDS,s-APS,,  11.12 795 2174 408 330 2674 721 1225
LDH,-SDS,,-APS,, 1114 793 2149 413 307 2874 727 1215
LDH,-SDS; ~APS,, 11.06 799 2142 414 328 2690 7.25 12.18
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4.1.2.2 3AUsznaunaAiivasasgaluluiay

U 4.7 uansaunadu Si CP/MAS NMR 989 MgAL finunnssauys waz
A3199 4.4 uanseadUsznounnailvesarsaalvlsiau arsgaauleiau APS
Usgnauaieiusy Si-O-R 91u3u 3 Wuse 1ag R ununyienend (-CH,CH,) 394
Tydnwel T essuensieiaseislsasnwululasaislelasiales [41] e
MN13anKUTlATI8519989 MgAL LDH W1un1saennsn SDS wasddatuuwuuilen
AINANNU NUI LDH,-SDSq¢-APS, 4 Anasiulaseas19@anivie TH 11nndn LDH,-
APS, , WAdlNasIulATIES19TaN1wEA T way T° Ueani LDH,-APS,, WaA9I1n1S
goaunsn SDS vl APS nnsnsyatefiitunsainnssiusfiuanasuudulany
lansonled iiesan SDS Tiviiuse funglensendavutulanylansonludviniig
Favaldls APS 1AaUARTE VLU UEY uenndiflauiiudnsdnlneTuavos
SDS : Al WU31 LDH,-SDS; »-APS, 4 inasiulaseas1e@aniviia TH 41nn3n LDH,-
SDS, 6-APS, 4 WATNATINIATIES19BAaN 1WA T2 hay T° Uoeun3n LDH,,-SDSc-APS, 4
WERIIINSRNUSINAL SDS VI APS 1inn1snsanefanuvsoiinn1ssan i
anasuudulanglensonled Wesanidousina DS wudu 34 DS Vs uny
lensendauuiiulaveglensenleduintu vl APS iAauiAseauwtuiuesdldenn

FuanNn1sgnininelenisilegves SDS [29, 54-56]



(a)

cumulative peak

deconvoluted peak

-80 -75

-10

-65 -60 -55

Chemical shift (ppm)

-50 -45 -40 -35 -30
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U 4.7 awnmdu ZSi CP/MAS NMR 983 MgAL LDH #isinunssiauys

meensaulagluavas SDS : Al wanmneiu (@) LDH,-APS, 4
(b) LDH,-SDS, c-APS, ¢ Waz (C) LDH, ~SDS; ,-APS, 4

M13199 4.4 ssdusEnaumuAiivesansaniuleauylin T

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) (2]
(ppm)
Hydrolyzed S
4827  17.98 T 17.98 Eo—i,,
monodentate I1° A "
HydrOLyzed 2 4 o R R /Ollﬁ
-56.43 16.53 T o Mo
bidentate I’ g)é %(9
LDH,-APS; 4 42.39
Hydrolyzed R OH ‘é’
-64.73 2586 T e &P
bidentate |l Bo ¥
A n\.i/o A
-68.13  39.63  Tridentate I’ T 39.63 %{ '
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M13199 4.4 (si9) BsAUsEnoUMAATveasamuluauyin T"

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) [2]
(ppm)
Hydrolyzed
-45.15 9.55 T
monodentate |
Hydrolyzed
-48.43 3421 T 62.66
monodentate 1I¥
-54.44 1890 Monodentate II¥ T
LDH,-SDSy -
APS,, Hydrolyzed
' -63.83 8.79 T 8.79
bidentate |l
6737  24.76 Tridentate ¥ T°
28.55
-71.56 3.79 Tridentate |l T°
Hydrolyzed
-42.07 6.75 T
monodentate |
Hydrolyzed ¥
-47.55  54.99 T 77.73 oo
monodentate 11 wo
-54.09 1599  Monodentate |1 T g—'m
LDH,-SDS, ,- Hydrolyzed ) o p oo
-58.20 3.05 T >u—\"\u,‘~*o :
APS, , bidentate & £
8.79
Hydrolyzed 2 &
-64.51  5.74 T o0 &P
bidentate I oy NS
6747 653 Tridentate I” T? o 7 }%
13.48 S
| 3 oy
-77.81 6.95 Tridentate |l T 2R P
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4.1.2.3 Tasea¥remyendu

SUM 4.8 uans FTIR aunasuued MeAl MINUNISAnLUT Wagn199% 4.5 Lans

Y

'
a1 [

nyiilardues MeAl irun1sdnuys wuih degrstmunuaniuauivsuaniny
Herduveslelasialasidisl COZ, NO; wag H,0 Julesouuszgauludesineszning
Fu \WuLRefusaded 4.1.1.2 uar LDH,-APS,, fAnuduveswaunisduresiuss
O-H #n91 LDH 1183310 APS innzsaudaiusguuiiaveslelasialed vivlsinns
sudiuveteynalalasiialedanas Yuzdi LDH,-SDS, o, LDH,,-SDS5-APS, 4, LDH, -
SDSo5-APS, 4, LDH,-SDS; s-APS, ¢ A% LDH,~SDS, ,-APS, ¢ fimuiduve shaun1sduy
YBeWUsy O-H g3n71 LDH LLaxLLﬂUﬁﬂﬂéﬂ?LgaulﬂﬁﬁﬁLﬁ%ﬂ?ﬁiuQﬂ%uLﬁlaLﬁEmﬁU LDH
Hoswneynaiansnufiiundsiunadauys Safnann sDs ABamzuutulany
lansonles deaeldlalasarsusunes SDS auisatinuselmuieatuansld
lelasnsuaures SDS waseymalnifesld dwmalfeynainnissudaiuldieiu
WS WIUNTIALUT [53] LDH,-APS, 4 Slannuiduaesuaunisdunesiuss C-O uag N-O
999 COZ uaz NOs ludesinsssuinetulndidesiu LDH lesan APS lail@idnly
WuR COS~ uay NOs nelugesinessuinstuveslalasiales us LDH,-SDS, , &
ANUELYDILUNTEUVDINUSE C-O waz N-O ¥83 CO,> uaz NO, lugesinaseniig
Fusnin LDH 1ilesann SDS i lUunud COsZ, NO; waz H,0 Hiuniswaniuasy
Toosunelutesinasenineduvsdlalasiales uenanidlousndlneluaves
SDS : AL WU41 LDH,-SDSs-APS,4, LDH,,-SDSes-APS,4 ha e LDH,-SDS; ;-APS, 4 il
ANUENYDILUNTEUVDIRUSE C-O WAy N-O 483 CO,> uaz NO, lugesinaseniig
Fuananudsy LiesainnnsiinyUSunm SDS LﬂumsLﬁmmmuﬁiaaau‘dizqauLau
Tupsi19seningdu dewald CO~ wag NOs fiuSunaianas [56] wd LDH,-SDS, ,-
APS, . SA1UL 0L URINAIINITY LDH,-SDS, -APS, 4 tiosa1nfisnsidiulng
Tuavee SDS : Al windu 1.2 : 1.0 8USunu SDS uniulddmsunisasnunsndnly
WUt COL% uaz NO, Tutesinesswinetu ievihnissnudslnsiadrsves MeAl LDH
NIUNTISEDALNSTA SDS WU LDH,-SDS; o, LDH,,-SDSo ¢-APS, 4, LDH,,-SDSqg-APS, 4,
LDH,~-SDS; o-APS, 4 8% LDH,-SDS; -APS, 4 ‘Ui?ﬂgLLGULﬁMLamLﬁ@Lﬂ%SULﬁﬁJUﬁU LDH
%QLLamﬁmgﬂﬂﬁ%’mm SDS [Wuiefuadef 4.1.1.2 LDH,~SDS, o-APS, ¢ flannuidy
Guaumumsé"usuaqﬁuﬁz S=0 antisymmetric stretching Lag S=0 symmetric

stretching ¥®4 SDS #1191 LDH,-SDS; o 4199970 LDH,,-SDS; -APS, ¢ #1156 ALUS
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MgAl LDH W1un1saaaunsn SDS was@datuuwuuilennuaisu Sleverinesywinedu
fluunansrantuainuaves sbs vl APS anunsadnlulutesinsseninstuite
AnUARTemuLuiumlansondavudulavylansenledls dewalik SDS MAnussn
el (electrostatic force) futulanslonsonlaslugesinessnineduinns
Nanoon Fatis LDH,~SDS, -APS, s 3aidnUSunas SDS lureainasyninstutiosnia
LDH,-SDS, o wazifiofiudnsidiulneluages SDS : AL Wu31 LDH,-SDSy -APS, .,
LDH,~SDSy5-APS, s 4a% LDH,,-SDS; --APS, ¢ fiaruiduvasuaunisduvesiiusy S=0
antisymmetric stretching hag S=O symmetric stretching 489 SDS qﬁum’mﬁ’lﬁu
e niivsuna SDS aoaunsnidnluluresineseninedunIndy us LDH,,-SDS; ,-
APS, 4 SR uv8 MU INEINIINTY LDH, -SDS; -APS, 4 Winsanniisnsdiulae
luaes SDS : Al winfu 1.2 : 1.0 fuSua SDS snaiuludwmsunisaeaunsndnldly

Y94719551319%U Iy SDS druiiutiavnseaeiegluaisavarsuazgnuyzdaiseaniy

(%
[ [

FunounIsNToLazd1mznou [57] Wievnisiaulsiaves MeAl LDH Waunisih
Falatuuwuullun WU LDH,-SDSgs-APS, 4, LDH,-SDSqs-APS, 4, LDH,,-SDS; -APS, 4
uag LDH,-SDS,; ,APS,, UsInguautfisnfuiileiuIsuliisudu LDH %auamﬁwyj
HefTuv09 APS lWULAEITURITON 4.1.1.2 U LDH,-APS, 4 Ldusinguaudangnn
1199910 LDH,-APS,, Suuintesineseninetuuay viils APS laaunsadnlulu
Foainesewineduld dausmusina APS Tudegratesinnaulsiannsansiaaeuld
wazidiofiusnsdinlneluaves SDS : Al WU LDH, -SDS, <-APS, ¢ Snnuiduaediay
N19&§UDIRUSY SI-O-Si ay Si-O-M stretching 11AN31 LDH,,-SDSy 5-APS, 4, LDH,,-
SDS, -APS, 4 ha¥ LDH,-SDS; ,-APS, , liiasanniignsidiulaeluaves SDS : Al iy
0.6 : 1.0 AU3ueu SDS e vl# APS LAnn1snsEanemilan iualsazanauastinnis
Auudutwesldeniy Femungandu Si-O-Si Youninfeg19du wazUsuias SDS
tioy vl APS muwiufunylensendavudilanslensonledldvos Tawumgilsidu

Si-O-M Ta8N11619e199U
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O-H 5=0 symmetric, Si-O-5i
50 a.u. stretching stretching  Si-OH 050 SO
C-H 5=0 antisymmetric -0 (v.) M-0
strrvhe{c}}i—*ng stretching oH co,no Stretehing SFO-M ! stretching PN
bending C-H stretching o-C /
/—-\// bending \_/QO CJ _/-\,u./’_/
(g) ) N |
3 N
© /\/j \/ LA
A CH MU e \
Ne]
S /‘“-\
5 |@ 7
Q ] P
< (o) b T~ I Ay / ™~
/| s V" o] /
L J k N g
b AT T~ M| L -/ g
o~ / g
(a) i — I S
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4000 3800 3600 3400 3200 3000 2800 | 1700 1600 1500 1400 1300 1200 1100 1000 900 800 700 600 500
Wavenumber (cm™)

U 4.8 aUnm3u FTIR 989 MgAl LDH iknunissinudsesnsidniasluaves SDS : Al
WANE9AU (@) LDH (b) LDH,-SDS; o (c) LDH,-APS, 4 (d) LDH,-SDSg ¢-APS, 4
(e) LDHW-SDSOB—APSZA (f) LDHW-SDSLO—APSZA LAy (g) LDHW—SDSLZ-APSZA




M13199 4.5 viglfleniduras MgAl LDH i unsinunys

Wavenumber (cm™)

Functional group

3,660, 3,600 M-O-H stretching of hydroxide layer
3,450 O-H stretching of water
2,980-2,900 C-H stretching of -CH; group
2,850 C-H stretching of -CH, group
1,630 O-H bending of interlayer water
1,463 C-H bending of -CH, and -CH; group
C-O stretching of CO5* (v5) and N-O stretching of NO; in
1365 interlayer space of hydrotalcite
1,200, 1,060 S=0 antisymmetric and symmetric stretching of SDS
1,130 Si-O-C stretching of APS
1,060 Si-O-Si stretching of self-condensation of APS
1,026 O-C stretching of APS
Si-O-M stretching of condensation between APS and
990-950
hydrotalcite in metal hydroxide layer
920 Si-OH stretching of silanol group
825 C-O stretching of CO5* (v,)
720 O-S-O bending of SDS
620 Si-O stretching of APS
577, 548 M-O stretching in metal hydroxide layer

*M = Magnesium or Aluminium
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4.1.2.4 dnnvau/ldvauun

U 4.9 wanssudNAT1989 MeAL iHunnsfauys nudn yududaivs
LDH, LDH,-SDS;q, LDH,-APS,s LDH,-SDSy¢-APS,s LDH,-SDSysAPS,4 LDH,-
SDS; -APS, 4 Wa® LDH,,-SDS; ,-APS, 4 HAMNAU 18.63 + 1.91, 62.05 + 0.77, 25.36 +
1.71, 66.38 + 1.62, 72.11 + 1.97, 76.27 + 1.70 hay 83.43 + 0.79 93A1 ANUAIGU
LDH,,-APS, 4 ﬁguﬁmﬁaﬁﬂmﬂﬂd'} LDH 3910 APS Usznausievyeziilulnsiia Fadl
amwlu'ﬁvauﬁwmﬂﬂ'jﬂmﬂamaﬂ%a ¥il# LDH, -APS, 4 IAnsunsAsenfuLldeInn

= [ v

LDH [51] wag LDH,-SDS; mguauwaﬁ"mmﬂdﬁ LDH,-APS,, Lﬁaamﬂ SDS
Usenounlglalasaisueuanalded (NaCi,H,sS0,) %qﬁamwlmjauﬂgmmﬂ’jmg
orilulnsfiavas APS ¥l LDH,-SDS, o iinsunsisendutildeinndn LDH,-APS, ,
YAl LDH,-SDS, -APS, ¢ flsarduiiatiiannnin LDH,-SDS, o 1189910 LDH,-SDS,
APS, . ﬁﬁy’myﬁmﬂ%a%’ammm SDS uarnyozillulnsiaves APS luansiiagna vinlu
flanmlalveuiingnnnia LDH,-SDS, ﬁﬁLﬁawyﬂmm%a%’aLWmaq SDS Tuansiapgg
venanidieiudnsidrulnaluazes SOS : Al wuin LDH,,-SDSg 6-APS, 4, LDH,,-
SDS0e-APS 4, LDH,-SDS, APS, ¢ k@ ¢ LDH,-SDS, APS,, s dudaviuni u
auddU esnniiusuna SDS luasiognmnniy Suisdunsisenfuildeiniu

(29, 35]
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(a) LDH (b) LDH,-SDS, ,
18.63+191 ° 62.05+0.77°
(c) LDH, -APS, , (d) LDH, -SDS,, ,-APS, ,

25.36+1.71° 66.38+1.62°

(e) LDH,,-SDS, 5-APS, , (f) LDH,-SDS, o-APS, 4 (9) LDH,-SDS, ,-APS, ,

72.11+1.97° 76.27+1.70° 83.43+0.79°

ol

Ul 4.9 yuuiianinives MeAl LDH fiiun1siaussesasdulneluaves SDS : Al

WHNF19AY (@) LDH (b) LDH,,-SDS; ¢ (c) LDH,,-APS, 4 (d) LDH,,-SDSq ¢-APS, 4 (€) LDH,,~
SDS45-APS, 4 (f) LDH,-SDS; o-APS, 4 8% (g) LDH,,-SDS; ,-APS, 4

4.1.2.5 duguInen

U7 4.10 wansnmane FESEM 983 MgAl LDH runsiaus wuin dnugnu
Tnevialuves LDH, LDH,~SDS, o, LDH,~APS, 4, LDH,-SDSo c-APS, 4 Wa% LDH, ~SDS, »-
APS, . Tdnuasiduinda (platelet) fiflvunaunndiei 91nTuswnsy image J 7ildw
mumaymﬂmmsaL'%smﬁﬁﬁusuummgmﬂmﬂLﬁﬂlﬂimﬂﬁﬁqﬁ LDH < LDH,-APS, 4
< LDH,-SDSss-APS,4 < LDH,,-SDS; »-APS,4 < LDH,-SDS,, (56.11, 60.43, 90.83,
125.83 waw 647.13 nm AMud1dU) LDH fidnuagiufinnguss duinaineyniavun
L&NLAETI0FIA LDH,-APS, 4 Sidnwazad ey LDH 3 APS ﬁLmzswﬁaﬁuaguiuu

Aaveslalasvialed vilinssiudiiuvesaynia LDH,-APS,, 1ialataeas Weodain
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a

nsvhiuszssvinenylensendavesoumalndiAsaisldentu sasfleynin LDH,-
SDS, ﬁmmmimﬁ%uumﬁaﬁwﬁu LDH wag LDH,-APS, 4 1189910 LDH,,-SDS,
flou1nT09919381Inetuni1andn LDH way LDH,-APS,4 Lagaun1A LDH,-SDS o
Aansinzsmiiudunguiou 1esen sDS Anszaneseguuiavedlelasialyd
vinlioun1A LDH,-SDS Annssaudfuld et uainnsiausiaunesinad
sewinslaiana SDS weseynialndidss uenaniidlodudasdiulasluaves
SDS : AL Wu318UNA LDH,,-SDSg6-APS,4 Wa¥ LDH,-SDS; 2-APS, 4 ﬁmmmimﬁumi
131U LDH,~SDS, , Wiosarnnsil APS BIWAANITTINAINUVDIBUANA Uag LDH, -
SDSg6-APS,.¢ UUIMOYNIALENNT LDH,,-SDS, ,-APS, ¢ L9499 LDH,~SDSe-APS, 4

TuAT09IN95ENINTUALAUNTY LDH,,-SDS, ,-APS, 4 [58, 59]



T

5UTl 4.10 nwiene FESEM (F1dsvene 100,000 111) 483 MgAl LDH flsinunsfinudsse
gns1aulagluaues SDS : Al Wane1aiu (a) LDH (b) LDH,-SDS; o (c) LDH,-APS, 4
(d) LDH,,-SDS, 6-APS, 4 4a¢ (€) LDH,~SDS, ,-APS, 4

n136ALUS MeAl LDH Taeni1saenwnsn SDS wazddadunuuidonmiuaisu
gns1dulaeluaay SDS : Al LANAINAU dsaneanUanIenIenInLaziAiives MgAl LDH
Tnednsdiulaeluagos SDS : ALWARY 1.0 : 1.0 (LDH,-SDS, c-APS,4) 1usns1daud
WLNZAY 18990 LDH,-SDS; o-APS, 4 :ﬁmmmiamfwswdw%’juﬁuaﬂamlamaﬂlezjﬁmmﬁqﬂ

way APS LAinn1snseaemlanuutulanslansenlan dedswansonisun LDH,,-SDS; ¢-APS, 4
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lUwaufvansiafngiuiiy wesmnaneldfigaansaaeauwnsnidilungluresinaseninety
U89 LDH,-SDS; o-APS, 4 191418 Uagvyieliuved APS anunsatindunsisenfunygsinulaieg

VI LDH,,-SDS, o-APS, 4 tAnN1snszanedialanluasdnfnguie

4.1.3 HavaswilaasgaIvlviay

N19AALUS MeAl LDH faun1saeaunsn SDS wagdalatunuuidenaiuaiau tngla
mﬁmma@'mulmauﬁLmnsmﬁ’u TAwA APS (LDH,-SDS; ¢-APS,4), MTMS (LDH,,-SDS; o-
MTMS,4) 48z OTMS (LDH,,-SDS, ,-OTMS, ) dsdsnanoausinisnisninmiasiaive MgAl

LDH @9
4.1.3.1 dUUMTIATIAS

SUTI 4.11 (A) wamsgULUU high angle XRD ¥89 MgAl LDH FrunRARUS

&

WU LDH, LDH,,-SDS; -APS, 4 ka1 g LDH,-SDS; o-MTMS, 4 LLamgULLUU XRD ﬁ
aenndenukunilifeu-azgiiiluuateasauidalansenlednselalasiialed [46]
f150158UU (003) WAz (006) FIA dygs UAT dos UARIRINITIT 4.8 WU LDH, -
SDS; o-APS, 4 WAy LDH,-SDS; -MTMS,q 5@ 1 dogs A% doog 1NALABITY LDH 34
donnaasiulalnsialesiiil CO,%, NOs way H,0 uleosudszgaulutaainasening
Hu udfianugevesiiaszuny (003) wag (006) findn LDH iflesann SDS iluumuil
CO.%, NO5 uay H,0 shumsuaniasulossunielurosinsewirstunedlelnsiiales
danalvindugeuesiia (003) wag (006) AA1aAas [30] LDH,-SDS, -OTMS, 4 biinu
Tnmelelasvialed osan OTMS quamﬁmﬂg’jﬁ%mmuLLﬂuﬁumyj"Lamaﬂ%aUu%’ju
Tavglansenludvasialnsvialod 39 OTMS Svunaluanaluajunn vilkussdamilen
synadulanslonsonlodanas Tulavelansonlossainnisueneanainiy il
wulassadslelasialesiisl CO,%, NO, uaz H,0 Juleosudszgauluresineszning
Hu urnufiedisums 21.53 e Faduedugudan (amorphous silica) 1osan
OTMS fanmaududadunn e OTMS agﬂmzwﬁﬁwmuaaLﬂuﬁaﬁﬂazaw?jaﬁ

annauludags vl OTMS tAan1ssndadusasiinUfisenniuniuiuies

IpluedaguddniBanzeguudulanzlansenlys [60]
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U7 4.5 (B) uaneguLuy low angle XRD 48 MgAl LDH Tls1un13fauys
Wu31 LDH laiusingiia XRD 1a 9 uel LDH,-SDS; ¢-APS, 4, LDH,,-SDS; -MTMS, 4 42
LDH,-SDS; -OTMS,4 Wamsfi @ XRD A &uWusAuszuiu (003) way (006) 109
lelasvialediid DS anion uleseutszaauludasiesswinedu [35] 99nmanadt 4.6
wui Ywaterisisduveslanylansenlednirsnnfumuaalianavesans
Anvlaiau osnansgaavlaaudluiuaseiauuduiunyleasendauudy
Tanvlonsonladnielutosineseninetu Iy LDH,-SDS, -APS,, Hau1A109979
SYMINTUN1anT1 LDH,,-SDS, -MTMS, 4 1194910 APS fyualaanatngnin MTMS
Yusf LDH,-SDS; -OTMS 4 faurnteaineseninetuniianin LDH,,-SDS; -APS, 4

\iles91n OTMS Tvunalananalmajnin APS



Intensity (a.u.)

Intensity (a.u.)

* Hydrotalcite
(A)I Y
1000 a.u. ® DS
? A Amorphous silica
|
/
|
\
LDH,_-5DS, ,~OTMS, ,
(003) (006) o -
03§ % LDH,-SDS, -MTMS,,,
003 (006) S A
o X LDH,-5D5, -APS,.
*(003)
(006)
* (009)
i (015) (018) 10
018 **{113)
N WY
IEEEEREEEEIREREREEEEREREEREN NN AN ERNERSINEEREEENNEINESREREREEINNENEREN]
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2 Theta (degree)
(B) Iwoo au.
—— LDH,_-SDS, ~OTMS, ,
—— LDH_-SDS, -MTMS, ,
003) —— LDH,-SDS, -APS,,
% —— LDH
T T T T T T T T T T T TTT T T T T T T T T T T T T T T T T T T T T T T T T T T T TTT
1 2 3 q 5 6 7 8 9 10

2 Theta (degree)

(A) high angle wag (B) low angle

80

UM 4.11 5UkUU XRD v83 MgAl LDH Miiun1sanuusaieyinansgaiulaiauunnsianiu
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A5197 4.6 FLAUINA XRD LATIEHETEMINITLUIUNAN

At high angle At Low angle
Sample (003) (006) (003) (006)
20() d@A) 20(¢) d@A 200) d@A) 28(¢) dA
LDH 11.29 7.83 22.63 3.92 - - - -

LDH,-SDS, 4-APS, 4 11.14 793 2149 413 307 2874 727 1215
LDH,-SDS, sMTMS,, 11.69 756 2184 4.06 3.44 2565 7.53 11.73
LDH,-SDS; ;-OTMS, - - - - 265 3330 555 1590

4.1.3.2 99AUsznaunaalivasasgalulviay

JUM 4.12 uansaiunasu “Si CP/MAS NMR 989 MgAl iH1UN156AkUS uay
M131991 4.7 wansesrUsznaunisaivesansaaiuleian arsdaiuleau APS, MTMS
way OTMS Usgnaunigiusy S-O-R 91u3u 3 Wuse lag R unungiunenivie

U 6

vend 3eddudnual T ieeSursninieiasstiglvasnwululassadslelnsialed
[41] dlowasusdnarsaaivlaiauain APS Wy MTMS uaz OTMS Wud1 LDH,-
SDS; ,-APS, 4 fnasulATIds9wanwla T! 41nnI1 LDH,-SDS; ,-MTMS, 4 LANKNATIN
lassasre@anivia T2uwag T° 4esnd LDH,~SDS; -MTMS, 4 La@nai1 APS LAANIS
nszanefvudulanylonsenladlaminin MTMS n3e APS 1AnnssaudafuULT U
Tanglansenlaslétosnin MTMS iesain APS ﬁamwmwmﬂu%qqmiw MTMS il
APS inn3nsEedaluansazatsionuoaldindt MTMS daifu APS JufnUfnsen
AuLUuR LD ILas ARSI A uToanIT MTMS uonaind LDH,,-SDS; ,-MTMS, 4
Inasulaseasre@aniviia TH 11nn31 LDH,-SDS; ,-OTMS, 4 keidkasiulasas1egani
Y8 T2 uay T° 4aeni1 LDH,-SDS, -OTMS, 4 ka@ng31 MTMS AANNSNTEANBFIUUTY
Tanglonsenladlannin OTMS e MTMS innnssausafuvudulanslonsonlusls
ffounin OTMS ilesarn MTMS Sanmarundutagandt OTMS ¥ild MTMS Linnns

nszanefluaisazatgeniuealannin OTMS dety MTMS uAnUfiAsenIuLly

AULDILAZLNANTTINFINULBENIT OTMS [55, 56, 60]



() cumulative peak

. PaS ~

:
LI I I I I

-80 -75 -70 -65 -60 -55 -50 -45 -40 -35 -30

Chemical shift (ppm)

U 4.12 aUnn3u 2°Si CP/MAS NMR 999 MgAl LDH flsinun1siauussneuie
asgnIulauwANA1iY @) LDH,-SDS, ,-APS, 4 (b) LDH,-SDS; -MTMS, 4 uae
(c) LDH,,-SDS; ,-OTMS,

82



M13199 4.7 ssdusznaumuaiivesansaniulaiauyiia T

83

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) [2]
(ppm)
Hydrolyzed <§E’ 0
4207 675 T C oon
monodentate | %g""
Hydrolyzed ¥
4755 5499 T 77.73 " on
monodentate I1*°
-54.09 1599 Monodentate |1’ T %—,‘w
LDH,-SDS, »- Hydrolyzed o v on
5820  3.05 T o Mol
APS, 4 bidentate 1 & &
AN 8.79 ; 5
Hydrolyze a on W
6451 574 T oK, D
bidentate I oy, M
6747 653  Tridentate I? T g,’/
1348 T
3 IV
-77.81 6.95 Tridentate |l T o0 T ok
;w/:;'\k n/“\u_
Hydrolyzed ‘%? N
-45.90 16.14 T! Do
monodentate | %g na
Hydrolyzed 6
-50.25  7.00 T 62.15 o
monodentate I1¥
-54.48  39.01 Monodentate II” T %z;\w
Hydrolyzed ) ‘Q no_ x x_om
LDH —SDS - '5919 499 T \J—M\ Si—0;
" 12 bidentate 1 & &
MTMS, 4 31.10 S
Hydrolyzed w_on 4
6390  26.11 T o0 (&P
bidentate I oy M
-67.45 456 Tridentate I’ T §K/§
7019 073 51 o &
si \/
Tridentate |l T o v e oS
7557 146 NI
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M13199 4.7 (si9) asAUsznouNAiivesansamuluauyin T"

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) [2]
(ppm)
Hydrolyzed
-46.75 1221 T
monodentate |
26.50
Hydrolyzed
5074 14.29 T
monodentate 1I”
Hydrolyzed
LDH,-SDS, -  -56.18  42.63 T?
’ bidentate I
OTMS,, 54.93
Hydrolyzed
-61.22 12.30 T2
bidentate |l
-66.15 16.65
Tridentate 1” T 18.57
-69.35 1.92

4.1.3.3 Tasea¥renynendy

U 4.13 wana FTIR atnasuves MeAl Ik unnsiauys uagn151ed 4.8
wanayilaifuros MeAl frinumsdinuus wudn fhegreimuauaniuauiivsuondon)
Herduveslelnsaledfisl COZ, NO; wag H,0 Julesouuszgauludesineszning
$1 WA UTT o7 6.1.1.2 LDH,-SDS, ,-APS, 4 4aE LDH,,-SDS ,-MTMS, 4 flana
WuvesauNsduTesius: O-H 1ndifsadu LDH wakaussnadeuldfidnavadu
qaéﬁu wazlinunaufidenadasiunsduvasiusy M-OH stretching dlowSeudisuiu
LDH Lﬁ'aqmﬂaumﬂLﬁmmiiméf’gﬁ’wé’amumsﬁmufdi YUzl LDH,,-SDS, ,-OTMS, 4
fiAuuT0ILaUNTEUTEINUSE O-H $n31 LDH, LDH,-SDS; »-APS, ¢ WAz LDH, -
SDS, ,-MTMS,4 L9390 OTMS flaninainandudasmunn Fainnnssiusaiunda
Unaaueguuiinvadlalasialed dwaldduniiuszdungleasendavuinves
lalsvialadoead LDH,-SDS; ,-APS,4, LDH,-SDS; »-MTMS, 4 h@¢ LDH,-SDS; ,-
OTMS,¢ fiAnuduveLaunIsduvasiusy C-O waz N-O 989 CO,> uay NO; lu
fo9inesEinadausing LDH 1ilesann DS LLazmi@jmulmauLsﬁﬂULmuﬁ CO5%, NOs

wae H,0 aneludesinesenineiuvestalasialas vagd LDH,-SDS; ,-OTMS, 4 &
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AN UTDILAUNTAUSTINA1IHINTT LDH,,-SDS, ,-APS, ¢ Wag LDH,-SDS; ,-MTMS,
{lea91n OTMS fvunaluanalvajndn APS wag MTMS 110 1ile OTMS \AaUfATen
muwiuiunylensenta shliussdamienszaiciulanylensonlodanas dulavs
lansanlendainnisuenaanainiu dewalinuysuna COs~, NO; way H,0 Tugesing
iwd’msi?uﬁaamm uanmm’f LDH,,-SDS; »-APS, 4, LDH,,-SDS; -MTMS, 4 he1g LDH,,-
SDS; ,-OTMS, 4 é’anmgLLaULﬁmauLﬁauﬁamﬁauﬁu LDH %QLLamﬁmyjﬂaﬁ%’maq
SDS uazasgmulaau WA Uo7 4.1.1.2 LDH,,-SDS, +-APS, ¢ SR w 81
LoUTLan It an yflanYuvee SDS(S=0 antisymmetric stretching kag S=O
symmetric stretching) 4031 LDH,-SDS; ,-MTMS, eaanludunsunisdauysin
83 MgAl LDH mssiofiniaiafivesansgaiuluauvudulanslensonlss dauali sDS
finussBamiemisifiutulanglensenledvgaaenld Gayjionandvos APS
Eﬁ:ﬂ’]iﬁLﬁ@ﬂﬁﬁ%ﬂ’]ﬂ?ULLﬁuﬁUmﬂ@@iEJﬂ%aUu%uIaﬁng@ﬂiaﬂlsmﬂlﬁﬂWﬂﬂ’jﬂﬁiquLiJ‘VlEJﬂ"’?I
v03 MTMS 1l3#E APS gnaafinduaiivutulanslansenladiioonin MTMS Faifu
SDS lu LDH,,-SDS; o-APS, 4 3ainnnsvaneantiaenii vinbinuysuins SDS widesglu
LDH,,-SDS; 5-APS, 4 411137 LDH,-SDS; ,-MTMS,4 V84 &7 LDH,-SDS; ,-OTMS, ¢ 51
mmLsﬁmaumuﬁLLamﬁqmgWﬂﬁ%’wm SDS (S=0 antisymmetric stretching Wag
S=0 symmetric stretching) #1nan LDH,,-SDS; ,-MTMS, 4 Lﬁaﬂmﬂwgaaﬂmm%amaa
oTMS fanmarudutaiinimguiiaves MTMS un e OTMS aglussuudsl
ovuoadusvinazarsiainnisuffuuazdainizeguuiulanylansonlesdded
SDS o] dsnalit SDS MAnusaBamismsliiuudulonylensonledugnoanld
1N FatudanuySuna SDS wiaeagly LDH,-SDS, ,-OTMS,, Waeni1 LDH,-
SDS, ,-MTMS, ¢ HanaInAAILdvesuaunsduTefusy C-H (C-H stretching uaz
C-H bending) gﬂsﬁummﬂ‘%mmwgmﬁﬁu (-CH,) Tuansdaulwiau Tng LDH,-SDS, -
APS, 4 HiAUUVBILAUFINATIFINTT LDH,,-SDS; ,-MTMS, 4 \iesann APS HUSuna
NYUARULINATT MTMS waz LDH,-SDS, -OTMS, 4 AULTHYDILAUAINAIIFINT
LDH,-SDS; ,-APS, 4 189910 OTMS fUSuamwiiauunnndt APS wag LDH,,-SDS, -
OTMS, » SAuduresuaun1sduresiusy Si-0-C YodansAAIulYan g9n31 LDH,-
SDS1¢-APS, 4 Wag LDH,-SDS; ,-MTMS,, hansfienisiivTunuaisdaivleiauluans
feehanniign TedenndesiuUiinauamsgaiuluiauiiinseildanmain WOXRF
LARIRIN1T197 4.11 1189910 OTMS Rannssadiudulassinedanioguuiinves

lalasyialam ylmudSunas OTMS Iuaﬁﬁaadwmﬂﬁqm Wi LDH,,-SDS; -OTMS, 4 &
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AU LT BILAUNTEUTBINUGY S-O-M #1nI7 LDH,~SDS, o-APS, ¢ Wag LDH,-SDS, ,-
MTMS, ¢ 189910 OTMS RansTIuiafuedlddiendt APS way MTMS vl# OTMS

AnufAseausiuiunylansendavutulanslansenledlatosnin APS uay MTMS

[30, 32, 61]
C-H 5=0 symmetric, 5i-O-Si
oH stretching stretching 050 5'.OM’O
40 au. stretching i C-H 5=0 antisymmetric S5i-0-M ,(C’? (r\\/.-“) ‘
I bending stretching OC stretehing LA
M-O-H O-H €0, N-O SHO-C Si-0H /
bending strefch'mg N L —
! J\/’J o il
ptmm—t |
Sl@ | Y N /
5 | P
& ‘ N N
g = \// w N
£l / M|~ Ve
£ 1 ]
0 Ak |
e // | \_/ ah
< |(b) | | /
i P
|
// \L / \ //
|
(a) : L |t _____,/——’/
LI T T T T T T T —T T T T T T T 7T — T T T 7T T T
4000 3800 3600 3400 3200 3000 2800 | 1700 1600 1500 1400 1300 1200 1100 1000 900 800 700 600 500
Wavenumber (cm™)

U 4.13 aUn@3u FTIR 989 MgAL LDH Miknumseinudssesiinansaeuleauunnsisiu
(a) LDH (b) LDHW—SDSL()‘APSZz; (C) LDHW‘SDSLO—MTMSZA LAY (d) LDHW—SDSL()‘OTMSZQ



v A

M13199 4.8 viglilendundrfgyues MgAl LDH MiN1un1sanuUs

Wavenumber (cm™)  Functional group

3,670, 3,610 M-O-H stretching of hydroxide layer
3,450 O-H stretching of water
2,980-2,900 C-H stretching of -CH5 group
2,850 C-H stretching of -CH, group
1,620 O-H bending of interlayer water
1,465 C-H bending of -CH, and -CH; eroup
C-O stretching of CO;” (v5) and N-O stretching of NO;
1368 in interlayer space of hydrotalcite
1,200, 1,060 S=0 antisymmetric and symmetric stretching of SDS
1,112 Si-O-C stretching of silane
1,060 Si-O-Si stretching of self-condensation of silane
1,028 O-C stretching of silane
Si-O-M stretching of condensation between APS and
990-950
hydrotalcite in metal hydroxide layer
923 Si-OH stretching of silanol group
825 C-O stretching of CO5* (v,)
719 O-S-O bending of SDS
620 Si-O stretching of silane
585, 553 M-O stretching in metal hydroxide layer

*M = Magnesium or Aluminium

5197 4.9 Uinaansgaulmanluian MgAl LDH finunisdinuds 9nnimadla WDXRF

Sample Silane (mole)
LDH -
LDH,-SDS, ,-APS, 4 0.0032
LDH,-SDS, ;"MTMS, , 0.0060

LDH,,-SDS; ;-OTMS, 4 0.0192
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4.1.3.4 dgnnvau/ldvauin

JUN 4.14 uanayuduiainves MgAl Aik1unsannls wudn yududaiives

Y 9

= 1

LDH, LDH,-SDS; y-APS, 4, LDH,~SDS; o-MTMS, 4 @ ¢ LDH,-SDS; -OTMS,, &l @ 1

WINAU 18.63 = 1.91, 76.27 + 1.70, 64.94 + 0.70 Wag 99.41 + 2.38 94A1 MIUAGU

[

LDH,,-SDS; -MTMS, 4 Hsjuduiiaunuinnda LDH o910 MTMS Usenaunigny

a =

wiia aflanmldveuunuinnivylansendaves LDH vl LDH,-SDS; -MTMS,,

1%
¥ @& o [y

AndunsAsefuinldennnit LDH way LDH,-SDS;-APS, o {yuduiatnunnninian
LDH,,-SDS, o-MTMS, ¢ 1199910 APS Usgnousienyesillulnsia Feftanmannulyl
%auﬁwmmdw;&'mﬁamm MTMS ¥915% LDH, -SDS, ,-APS, 4 1AnsunsASenfuLile
81N1 LDH,,-SDS; -MTMS, 4 yonani LDH,-SDS; ;-OTMS, 4 ﬁyué’uﬁaﬁ’lmﬂﬂ'jﬂ
LDH,~SDS, ;-APS, 4 4184970 OTMS Usenaunienyeannzinda Faflanmaruly
%auﬁwmmdmyjazﬁiu‘lwiﬁasuaa APS 911# LDH,,-SDS; ;-OTMS, 4 tAin8URASASEN

AuLlaeInn3 LDH,~SDS; ¢-APS, 4

(a) LDH (b) LDH, -SDS, ;-APS, ,
18.63+1.91° 76.27+£1.70°
(c) LDH, -SDS, +MTMS,, , (d) LDH, -SDS, ;-OTMS, ,

99.41+2.38°

-

64.94+0.70°

. -

JUN 4.14 yuduiai1ves MgAl LDH Munisaaudsmeviinanseaulaauiinneneiy

(a) LDH (b) LDH,,-SDS; ¢-APS; 4 (c) LDH,,-SDS; o-MTMS, 4 W8 (d) LDH,,~-SDS; -OTMS, 4
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4.1.3.5 daugIuINgn

Ul 4.15 uananmene FESEM 283 MeAL LDH 7iriunisénuds wuin LDH,.-

U

SDS; ,-APS, 4 Wa¥ LDH,,-SDS; -MTMS, 4 ﬁé’mgmimaﬂ"ﬂﬂwé’wﬁu LDH Aadlanueuy

A3use Fufnneynafidanvazidundanizsaudaiu wa LDH,-SDS; ,-0TMS,,

o

fdugulaeiluunng199n LDH Aeayni1a LDH,-SDS; ,-OTMS,, inunuIuay
Tne) FuinaNoyn1ATINAITUBEILUUMUT 1HBI9INYBITN9TENINTUVDY LDH,-
SDS; -OTMS, 4 H3U1ANI1911nkay OTMS 1iAN1SSINAINULazAULL AU ATy

1A59918BANIVUIAINYLNIEUURIUOS LDH,-SDS, ,-OTMS, 4 danaliiinaynianil

YUIALANA AU DURANUBAZTINAINUBLIBUUIUT [58, 59]

Ul 4.15 nwene FESEM (F1dsvenes 100,000 111) 493 MgAl LDH flsinunisiauussneviin
a1snaulgauwang1iu @) LDH (b) LDH,-SDS; ,-APS,4 (C) LDH,,-SDS, ,-MTMS, 4 e
(d) LDH,~SDS; ,-OTMS, 4

n13AALUT MeAl LDH lagnisaeaunsn SDS wazd@datuuuullenaudinu aevin
ansamvlaauiiuandeiy daadeaudinisnioninuaziaiives MgAl LDH lng APS

(LDH,,-SDS; ¢-APS, 0) tluansgauleiauiiviunzay esann APS tAnn1snseanemlaaian



=

vutulanslansonlad Fedanafsianisu LDH,-SDS, o-APS,q lWnauivatstnfingIuiy

e e

Wesnuyiediures APS Ninszanemieguudulanslansenlenauisaindunsiseniun

g3wmuladng
4.1.4 NavaIdn1dUlneluavae APS : Al

n158ALUS MeAl LDH R1un15danunsn SDS wazddadusuuilenniugidu 7
gnsadrulneluaved APS : Al wan@9iu tawn 1.4 : 1.0 (LDH,-SDS; o-APS; 4), 2.4 : 1.0
(LDH,~SDS; ¢-APS,¢) Waz 3.4 : 1.0 (LDH,-SDS; ;-APSs ) edsnasoauvan1snennuazail

383 MgAl LDH fisil

4.1.4.1 dUUMTINATIAS

gﬂﬁ 4.16 (A) wamsguuy high angle XRD ¥89 MgAl LDH FrunRARUS
WU fregreianuaLanssUuuy XRD fiaeandesiuuuniifou-ergfideuaises
suidalonsenlanrselalnsiialed [46] Ra150138UU (003) way (006) B9A7 dgos LAY
oo HANIRIATIT 6.10 WU LDH,-SDS; --APS, 4, LDH,-SDS; o-APS, 4 W&z LDH, -
SDS; 5-APSs 4 A7 doos Waw doge WERBIAU LDH Ssaonndasiulalasiialendia CO.%,
NO; wag H,0O L@ulaaauﬂszf\;aUiuﬁaqdwaizwdwq%u ws LDH,,~-SDS; -APS, 4, LDH,,~
SDS; o-APS, 4 Wag LDH,,-SDS; o-APSs 4 ﬁmmqwmﬁmzmu (003) waz (006) AN
LDH 1109910 SDS Wluunuii COs%, NOy™ uaz H,0 wunisuaniUasulosounisly
Ya9d195zninediu denalsinnugeuesiia (003) uaz (006) firanas uanaini LDH,-
SDS, -APS, 4, LDH,-SDS, ¢-APS,4 h@1¢ LDH,-SDS;o-APSs, §9Us1nqfia XRD 7

Ande 28 Ussuad 19 99a1 Jadufinfinansigain SDS fikendieonain

lalnsialas [47]

Ul 4.16 (B) LanagULUY low angle XRD 484 MgAl LDH iK1un1sanuys
WU LDH laiusingiia XRD e 9 wsl LDH,-SDS; ¢-APS, 4, LDH,-SDS; o-APS, 4 4@
LDH,,-SDS, ;-APSs 4 ha@nsfia XRD fiduwusiuszunu (003) wag (006) voslalnsiialas
15 DS anion L?Julaaauﬂizﬁgauimimdwiwdw%u [16, 56] 91nA15797 4.10 Wity
Snsrarulneluaves APS : AL U1 LDH,-SDS, -APS, ¢ Suunngesinasewineduses

Tanzlansonlesninenin LDH,-SDS, ;-APS, 4 Liiosarnusuna APS u1nTu vils APS
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ansailuviuiseaunduiunylansendavudulavelansenlanniglutesing
seninedulaunniu willaiusnsndrulaeluaves APS : AL vy 3.4 : 1.0 (LDH, -
SDS; ¢-APS54) 1U3N Y8973095nI1eTuvadlavglansonlynivuinanas Liosannd

Usunau APS snnviulunagitnlulureaingsenineula

(A) * Hydrotalcite
1000 a.u.
* SDS
(006)
3 % LDH, -SDS, ;-APS, ,
M\ N
(008)
(003) % o X LDH,_-SDS, -APS, ,
MW
(003) o X LDH,-SDS, -APS, ,
e S\ AL N
*(003)

Intensity (a.u.)

(009)
* (110)

*¥%(113)

0w

5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2 Theta (degree)

(015)
x (0-’1!.8)

®) 11000 au. — LDH_-SDS, -APS,,
— LDH,_-SDS, -APS, ,
——LDH,-SDS, -APS, ,
(003) —LDH
*

Intensity (a.u.)

1 2 3 4 5 6 7 8 9 10
2 Theta (degree)

U 4.16 5ULUU XRD 983 MgAl LDH firinumssauussnesmnsdnlaslua

283 APS : Al lein@19nu (A) high angle wag (B) low angle



A15197 4.10 ALAUINA XRD Lase8sIerINgseUIUNan

At high angle

At Low angle

Sample (003) (006) (003) (006)
20() d@) 20(¢) d@A) 20¢) d@A) 20(¢) d®A

LDH 11.29 7.83 22.63 3.92 - - - -
LDH,-SDS, -APS,,  11.19 790 2154 412 322 2741 729 1211
LDH,-SDS, -APS,,  11.14 793 2149 413 307 2874 727 1215
LDH,-SDS, -APS;,  11.17 791 2161 411 316 2793 726 1216

4.1.4.2 93AUszNaUNNLANIvRIEIARIULTIAY

SUT 4.17 wansaunada 2Si CP/MAS NMR 284 M

Y

92

Al IHUNITAALUS Uay

= 13 a ' A A o |
$1371 4.11 LLﬁ@Q@x‘iﬂUizﬂEJUVINLﬂiJ“UENﬁ'ﬁQﬂ'JUVLSULﬁU Waliusnsaiulagluaves

asgmauliau - ALnudn LDH,-SDS; ,-APS, 4, LDH,-SDS; ,-APS, ¢ Wa% LDH,-SDS; ,-

APS;, dinasiulasease@ddnivie Th anaen uainu wenasulaseaseganivia T2

WaY T° WNTUAIUANU WERIIINITHANUSUNAL APS ¥l APS LARNISNSE 186 I8naY

3L NANSTINAIN LN TLULTUlang lansanlan asannnisiiusnsdiulneluaues

a1sgmIvliau : ALvililusguuduTuna APS undu uinylansenFavudulans

lgnsenlealivsuiagain Gegnindnniunisiagues SDS vilvimasUTurumy

lansan@ad1nsumunkUuiu APS Uaad Aatun1sHNUSUNM APS 399119 APS 10

uNUkazAIULLUNULBIUUTUlane lansanlanunTy [32]



cumulative peak

(@

——————— deconvoluted peak
T

-80 -75 -70 -65 -60 -55 -50 -45 -40 -35 -30

Chemical shift (ppm)

SUT 4.17 awnn3a 2°Si CP/MAS NMR 99 MgAl LDH Flrinun1siauys
fedns1aulagluaves APS : Al wans1eiu (@) LDH,-SDS; »-APS, 4

(b) LDH,-SDS; -APS, 4 %@ (c) LDH,,-SDS, ,-APS, 4
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94

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) [2]
(ppm)
Hydrolyzed
-43.65 4.86 T
monodentate |
Hydrolyzed
-47.65  54.80 ” T 91.76
LDH, ~SDS, ,- monodentate |l
1
APS 5160  18.65 T
L Monodentate 1%
-55.22 13.45 T
5736 595 Hydrolyzed T
8.24
-58.90 2.29 bidentate T2
Hydrolyzed % "
4207 675 T o,
monodentate | %g "
Hydrolyzed v
4755  54.99 T 77.73 0 o
monodentate 1% "
-54.09 1599  Monodentate II”’ T §—Im
LDH,-SDS, ,- Hydrolyzed S
-58.20 | 3.05 , T Suvgprar.
APS,, bidentate I*° & £
8.79
Hydrolyzed R on
-64.51 5.74 T2 e
bidentate Il oy, m}*.’_.“
6747 653  Tridentate T §f’ \‘gz,(,%
1308 oV
-77.81 6.95 Tridentate I T
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M13199 4.11 (siv) aedUsEnaUMuAiivesansaalulaiauyiin T

Chemical
Area Distribution Schemes
Sample shift Assignments Notation
(%) (%) [2]
(ppm)
Hydrolyzed
-47.66  50.00 T
monodentate 11
70.24
5340 2024  Monodentate I T Do,
56.41  10.32 Hydrolyzed T
LDH,-SDS;,-  -5872  1.99 bidentate I** T2
20.15
APS34 6191 204 Hydrolyzed T2
-64.71 5.80 bidentate |l T?
-66.80 5.84 T
Tridentate 1% —_—
-69.98 2.14 T
9.61
-72.84 1.63 Tridentate |l T

4.1.4.3 TaseaFreamgendy

gﬂﬁ 4.18 wand FTIR awnasuaes MeAl filun1sfauys wazmisnedl 4.12
wanayilaiFuros MeAl fiumsdnuus wudh fegreismuauaniuauiivsuondon)
Herduveslelasialedifisl COs%, NOs wag H,0 Julesouuszgauludesineszning
§u WuieafutaTed 4.1.1.2 LDH,-SDS, -APS, o, LDH,~SDS, ;-APS, s WAz LDH, -
SDS, 5-APS, 4 Liinunaufidenndesiunisduveiuss M-OH stretching wiawfiaufiu
LDH wavwaunisduvesiuse O-H LﬁaulﬂﬁﬁwLamﬂﬁuqqsﬁuLﬁaLﬁauﬁu LDH fies91n
DUNANANITIINAINUNRINIUNTAAWYT Uag LDH,-SDS; o-APS, 4, LDH,,-SDS, -
APS, 4 8% LDH,-SDS, o-APS, . fiannuduveuaunisduaesiusy C-O way N-O ¥4
CO.% war NO; lutosinasewinstusinit LDH ilesann SDS nlunudl cO.2, NOs
Lar H,0 Wumsuaniasulossunisludosineseninduvedlelasialed uenaini
LDH,-SDS, g-APS, 4, LDH,-SDS, -APS, 4 k¥ LDH,-SDS; o-APS5 4 US1NguaULASLAY
dlewssuiiisuiu LDH s??mamﬁwgﬁqﬁ%’wm SDS way APS [uLReafuited

4.1.1.2 LDH,~SDS,; o-APS, 4, LDH,,-SDS; -APS, 4 8% LDH,~SDS; o-APS; 4 il dy
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POIHAUNITAUVOINUSE Si-O-Si, S-OH, S-O-M wag Si-O stretching Yo s APS

luwaneneiu Fadenmasanuyusunad APS AAs1eibaanmada WDXRF bhandsd

o v v

M3 4.13 eennuylansendavutulanslansenleniivsuinndiin Jagndiinsae

nnsilegues SDS ilviwReUinamlansendadmsunlunuuiu APS Wey fatiuns

WinUSuN APS Tuszuvdsludanalvmuusunas APS unnTuseg1etnauluaissiiagis

C-H 5=0 symmetric, 5i-O-5i M-O
30 a.u. stretching CH stretching 050 g g
O-H bending B ) ) COW)
stretching S=0 antisymmetric|  Si-0-M v, L
stretching stretching /
M-O-H O-H C-0,NO M
bending stretching e G
o i Lo 3 b TN
- A L~ /
j. /
N N
C /) ~—— )
0
o —
& h /]
0 - \// \ J\/ \,J TN
<l A LA~ /
/_
LA //
(a) / 1] WAL A PV L
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
4000 3800 3600 3400 3200 3000 2800 | 1700 1600 1500 1400 1300 1200 1100 1000 900 800 700 600 500
Wavenumber (cm™)

U 4.18 anm3u FTIR 189 MgAl LDH frhunisdinuyssesasdrulagluaues APS : Al

WANESY (a) LDH,-SDS; -APS; 4 (b) LDH,,-SDS; c-APS, s 4a% (C) LDH,,-SDS; ;-APS, 4



[

M13199 4.12 nyfilantuiid1Atyras MeAl LDH A unsanaunys

Wavenumber (cm™)

Functional group

3,670, 3,610 M-O-H stretching of hydroxide layer
3,450 O-H stretching of water
2,980-2,900 C-H stretching of -CH5 group
2,850 C-H stretching of -CH, group
1,620 O-H bending of interlayer water
1,465 C-H bending of -CH, and -CH; eroup
C-O stretching of CO;” (v5) and N-O stretching of NO;
1365 in interlayer space of hydrotalcite
1,200, 1,060 S=0 antisymmetric and symmetric stretching of SDS
1,060 Si-O-Si stretching of self-condensation of silane
Si-O-M stretching of condensation between APS and
990-950
hydrotalcite in metal hydroxide layer
920 Si-OH stretching of silanol group
825 C-O stretching of CO,> (v,)
718 O-S-O bending of SDS
620 Si-O stretching of silane
580, 548 M-O stretching in metal hydroxide layer

*M = Magnesium or Aluminium

5197 4.13 USanau APS Tuan MeAl LDH 7isnun1sdauds annmaila WDXRF

Sample APS (mole)
LDH -
LDH,-SDS, 5-APS, 4 0.0031
LDH,-SDS; 5-APS, 4 0.0032

LDH,-SDS, 4-APS, 4 0.0036
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4.1.4.4 g@nwvav/ldvauun

Ul 4.19 LLammmé’uﬁaﬁwm MgAl run 3iALUS WU yué’uﬁmfwm
LDH, LDH,~-SDS; ¢-APS; 4, LDH,-SDS; o-APS, 4 k8% LDH,,-SDS; o-APS; 4 HALYINAY
18.63 + 1.91, 69.97 + 0.26, 76.27 + 1.70 waz 91.15 + 1.62 09f1 AU Lilalfiu
gnsndrulneluaves APS : AL WU31 LDH,-SDS, o-APS, 4, LDH,~SDS; o-APS, 4 @ e
LDH,,-SDS; ¢-APSs 4 ﬁyuﬁuﬁaﬁmfmﬁﬁu \iloeniiu3anm APS snntunay APS 1AANTs

sudiuuuiaveslslasialeduinau inlidannlaiindunsisenduiilasindu

(a) LDH (b) LDH, -SDS, -APS, ,

69.97+0.26°
18.63+1.91°
(c) LDH,-SDS, ;-APS, , (d) LDH, -SDS, ,-APS, ,

76.27+1.70° 91.15+1.62°

LA 0

sUTl 4.19 yudurfatues MeAl LDH firiunmsdauussnesnsdrulagluaues APS : Al

WANAI9AY (@) LDH (b) LDH,,-SDS, o-APS, 4 (c) LDH,-SDS; o-APS, 4 ez
(d) LDH,,-SDS; o-APS5 4

N155AwUs MeAl LDH Tnenisaenunsn SDS wasddiadusuuidenaiudidu 7
dnsnaulaeluares APS : Al LANANAU dsnaneauUanIenIsnInLaziAlives MgAl LDH
Tnodnsrdrulaeluases APS : ALWARY 2.4 : 1.0 (LDH,-SDS, c-APS, ) tusnsidiud
Wizan {9970 LDH,,-SDS, -APS, 4 :ﬁsummsziaQ’mizmN%”’usuaqlaimﬁalszjémnﬁqm Lay
APS iAansnszaneialdfuuiavedlalnsialed daillassadnedanieda T wuu hydrolyzed

monodentate | kag I 4 nNgn Fedmannon1si1dan LDH,-SDS, o-APS, 4 bnauiuans
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=~ 4'

a 1 = 1 a U aa % 1
ARAZIUNEY LUBIINNUYLDNUYD APS LLawuﬂ%maamm APS ANUNTDNABUATNIYINUNY

<9 Y

=

gImuladng
4.2 MswssuulunaunainvasasEanngIuNgiu MgAl LDH iW1un1sanuUs
4.2.1 navasUIun MgAL LDH fikunsaauys

n1snssunluAunednvetasEARngIUiyiU MgAl LDH 7ii1un1sanus lnenay
LDH,~SDS; o-APS, s UTsnauumnananuasluaisgafngiuiie taun 3 % (PU/LDH,-SDS, o

APS, 4-3%), 5 % (PU/LDH,-SDS; ¢-APS, 4-5%) Wa¥ 20 % (PU/LDH,,-SDS; o-APS, 4-20%) lag

[

YT FIFINARDANURNININNLASLATYIUN L UADLNDER Rail

4.2.1.1 dUUANINIENIN

JUN 4.20 uwansanuaen1eanign nvesulunsunedn wuin PU ddnuasla

'
A

1318 ilevinsuay LDH,-SDS, o-APS,  luUsunal 3, 5 uay 20 % Inetmidn asluans
gaRnguiy Wud1 PU/LDH,-SDS; o-APS; +-3% fanwnsdudeifiortundefu PU
wAllAYuLNnd PU {19997 LDH,,-SDS; 5-APS, 4 Ann1snszatemlantuasinfing1u
g Yeuzd PU/LDH,-SDS, ¢-APS, 5% ildnwaziluliioideafuadrefu PU/LDH, -
SDS10-APS, 4-3% Wfleuniadvnivsdnluaisinfngiuiy \iip9a1niiuSunes LDH, -
SDS1.-APS, 4 1ntAulY vilieynia LDH,,-SDS; o-APS, 4 UNdIUAANITTINIiuLaS
nsraedilalifluansgafnguiey YoNa N4 PU/LDH, -SDS, 5-APS, +-20% idnwaielsl
Duilleifiendu fiesaniiusunal LDH, -SDS, »-APS, « unntiuly lieyn1A LDH,-

SDS; -APS, 4 TuffiuuazRENFIRENINATERAAF LY
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gﬂﬁ 4.20 SnvarnanenmUeIUIluAsNNe ARTITIUS I LDH, -SDS, ;-APS, ¢ WANATSHL
(@) PU (b) PU/LDH-SDS, 4-APS, 4-3% (c) PU/LDH-SDS, o-APS, +-5% Wa
(d) PU/LDH-SDS, -APS, 4-20%

4.2.1.2 duUMT9lATIE519

U7 4.21 (A) uanaguuuy high angle XRD waauTumsumedn Wui1 foers
%QMMG]LL?{GNEULLUU XRD maawaéq‘%mu Usznousiefin XRD fidumnis 20 Uszuia
21 waw 24 93A1 JsdenAdasfudrunds (hard sesment, -NHCO-) wavdiudy (soft
segment, -C-O-C-) Y0INBAYIWNU AUFIGU [62-65] PU/LDH,-SDS; ¢-APS, 4-3% 3
mmqwaqﬁﬂﬁLLami’gmﬂwaésﬁmuﬁﬂﬂ’jw PU Lﬁaqmﬂaumﬂ LDH,-SDS; o-APS, 4
Tuans Badngufigludavnsnaintustlalasiaussninanelify dwmalinsden
¥vesEglgfiganas [32] dlofinuSunas LDH,,-SDS, ¢-APS, 4 luansgnfngiuie
WU PU/LDH,,-SDS; o-APS, 4-5% ﬁmmqwaqﬁﬂﬁLLam’j’gmﬂwaﬁgﬁmuﬁmdw

PU/LDH, ~SDS; o-APS, ¢-3% Liiasannu3unas LDH,,-SDS, o-APS, ; Tifinduludnuinanis

=

Anituselalasiaussninansleily dwalviniswenvinsvesanslggivmuanas v

PU/LDH,-SDS; ¢-APS;4-20% HA310 g9 04l AlansTa1anafgsmunini
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PU/LDH, ~SDS, o-APS, ¢-5% Li10991nUS010d LDH,-SDS, -APS, 4 fiunmiAuly vials

LDH,-SDS, o-APS, , Hasinfiulalaifiuazuendioanatnanstainguiie [10, 24, 32]

gﬂﬁ 4.21 (B) ua@na3UuuU low angle XRD ¥@1u1luABUNBERN WUID
PU/LDH,-SDS; o-APS,4-3% ey PU/LDH,-SDS; ;-APS, 4-5% ”Lmhmggmwu XRD
Ta 9 Wufeatuiy PU esnanelefiginnisaeaunsnidilulusesinsssninedy
989 LDH,~-SDS; o-APS, 4 LL@%Lﬁ@]514!(555%8’]ﬁUMy:l@@i@ﬂ%ﬁUu%uIﬁ‘lﬂﬂﬁﬂi@ﬂl%ﬁ (gﬂﬁ
0.22) vieiRnsunsisertunyiofiues APS floguudulanylansanled dsualidy
launzlansenladuanasanainiu (exfoliation) Felinuigainvaslalasialadly
PU/LDH, ~SDS; o-APS, ¢-3% Wag PU/LDH,~SDS, -APS, 4-5% vauz#i PU/LDH,,-SDS, o-
APS,-20% Lanfia XRD Afunie 28 winfu 3.26 way 7.15 99d1 J9duRusAU
52U (003) way (006) vadlelnsialsdiidl DS anion aganslutesinesenitety
AuERy LileeanniiuSunal LDH,~SDS, -APS, luasdadnguiguiniiuly vinlvi
LDH,~SDS; o-APS, 4 11e 5386 Wes anelagIdkiarunsaasaunsnitilulugeding
SEUIN9UVDY LDH,-SDS, -APS, 4 I vi3oaenunsnidnluludesineseninadues
LDH,-SDS, -APS, 4 18ioe Faldanansavilidulanslonsenleduonssnainiuls

(66, 67]
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(A) 2500 a.u.

A PU/LDH,-SDS, -APS, ,-20%

PU/LDH,-SDS, ;-APS, ,-5%

/ \,k PU/LDH,-SDS, ,;-APS, 3%

Intensity (a.u.)

AN -

5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2Theta (°)

® V2500 a0 —— PU/LDH,-SDS, ;-APS, ,-20%
— PU/LDH,-SDS, ;-APS, ,-5%
— PU/LDH,-SDS, ;-APS, ,-3%

PU

Intensity (a.u.)

2Theta (°)

gﬂﬁ 4.21 3Uuuu XRD yosulupeunednfiausunm LDH,,-SDS; -APS, 4 W@nA19A1

(A) high angle waz (B) low angle
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F DS-LDH layers

0\ 0\ Urethane linkage
M., o H
H-bonding <« Il
annanarannanne () —— C —— Naraannr aanasan O —— C—— Navwarnrannanas
Py chain u | Bridge Interaction [l N
| H * N,
N

] Tail Interaction

N
I!I Loop Interaction
JUN 4.22 anglagSimuiafiuszlalasiauiunylensendavutulavelansenlen [68]
4.2.1.3 lassaframvgnlsiduvasunlunaunadin

U 4.23 wans FTIR awdnm3uvesunluneumedn uaymssil 4.14 uanany
Handupsulunpnedn WUl é’f';asmﬁgwmLLamLmuﬁﬂwaﬂﬁmgﬂﬁ%’umaa
wedgTinu lun uovu 3,329 aeandesfulondnvaln1sduvesiuss -NH (-NH
stretching) luanglgily ¥3auau 2,980 §9 2,900 cm™ uag 2,865 cm™ @onnnesiv
londnwainsduressiusy C-H (C-H stretching) Ainulumyjiuiia (-CH,) uazwymdfidy
(<CH,-) mua1du wau 1,722 denndesiulondnwain1sduveeiusy C=0 (C=0
stretching) vesuyjansuaialuaslediy wau 1,593 anndesfuiendnuainisdures
Wusy C-N (C-N stretching) Tuanelgily wau 1,530 donnanaiulenanwainTduYes
Wusy C=C Turauelsuuin uau 1,162 denndasiulondnvainisduvesnusy -C-O-C-

Tuanelaiy waziau 1,065 @onAdenULBNSNYINITEUVBINUSY -CH,-O-CH,- Tu

Y

a I

anelily Na130u1Y3uaU 3,700 89 3,400 cm? fapnAdastun1sduTeIRUsE O-H
stretching vatlalasvialas wuin PU/LDH,-SDS, ,-APS, 3% liiusingiialugiauau
fINa? Lf‘iaqafmaw‘[fziﬁqﬁﬂﬁaymﬂ LDH,-SDS; ,-APS, 4 LAANNSTINFINUaNAY 1
a1elg N ANITABAWNINTENINNBUNIAVEY LDH,,-SDS, 2-APS, 4 W IASUATATENTU
nylansonTauaznytoduves LDH,-SDS; »APS, 4 vzl PU/LDH,,-SDS, ,-APS, 4-5%

wag PU/LDH,-SDS; »-APS,4-20% U31nNAlUEIIuaUAINE" fesniiviunm
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LDH,-SDS; -APS, o aniAiuly vinleounia LDH,-SDS, ,-APS,, Taudaiuluaisdnia
PRI §9 PU/LDH,,-SDS, ,-APS, 4-20% 1ANUGINAVDIYIIWAUAINAIIFINI
PU/LDH, ~SDS; ,-APS,¢-5% 11999710 PU/LDH,,-SDS, ,-APS,4-20% 513184 LDH,-
SDS; -APS, 4 31171131 PU/LDH,~SDS; ,-APS, +-5% 41584193940 UAINT 700 cm’!
faonadotun1sduvesiusy MO stretching vaslalasiales wuin PU/LDH,-
SDS; ,-APS, ¢-3% lLaiUsngiialug o uaIngn? {19997 LDH, ~SDS, o-APS n5¥218
ladluansdnfingiuie Yugf PU/LDH,-SDS, ,-APS,4-5% Wag PU/LDH,,-SDS, ,-
APS, 4-20% ﬁﬂ’J’mL%M“U@ﬂﬁFWSLWU"NLLGUﬁQﬂ@IﬂQGGﬁUG}’mﬁ’lﬁU osnilusuu

LDH,-SDS, o-APS nnfiuly vileyna LDH,,-SDS, o-APS g 53363 [68-70]

. C=0
EC au. C-H stretching stretching o
N-H stretching I C-N-H
C=C C-0-C
!
(d) |
J\

(9]

I
A \ m

Absorbance (a.u.)

F i

3900 3700 3500 3300 3100 2900 2700 2500 2300 2100 1900 1700 1500 1300 1100 900 700 500
Wavenumber (cm™)

gﬂﬁ 4.23 @nnsu FTIR vosunlunaunedniisiuSunas LDH,,-SDS, ;-APS, 4 WA
(a) PU (b) PU/LDH,,-SDS; o-APS, 4-3% (c) PU/LDH,,-SDS; o-APS, 4-5% L@y
(d) PU/LDH, ~SDS, 4-APS, 4-20%
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M13199 4.14 nyjilaituvesansinfinguie

Wavenumber (cm™)  Functional group

3,329 -NH stretching of urethane linkage

2,980-2,900 C-H stretching of -CH3 groups

2,865 C-H stretching of —CH2 groups

1,722 C=0 stretching of carbonyl groups in urethane linkage
1,593 C-N stretching of urethane linkage

1,530 C=C of aromatic ring

1,162 -C-O-C- of urethane linkage

1,065 -CH,-O-CH,- of urethane linkage

o

nswsanluneunednvosasbnaagiufigfu MeAl LDH fiinunisdauus Tnosay
LDH,,-SDS, o-APS, . USinauusnensiuasluansgnfngiuily daadeauiinisnienimuaziadl
yosuluneunedn 1ng LDH,-SDS, -APS,4 71 3 % Inewmiln (PU/LDH,-SDS, --APS, 4-3%)
WulSunaiimunzau Lﬁaﬂﬁ]’]ﬂ@‘l\gﬂ’m LDH,,-SDS; o-APS, 4 LAANTSNSLINEE AR lua1STnRn

F1uily
4.2.2 Havasvia MgAL LDH firiun1ssauys

N19MsEUUNlUABNNE AN TEARAFILTEAY MgAl LDH FrunseauUs Tnenay
¥nua3 MeAl LDH fikiun1sinuislaenisaonunsn SDS wazddadunuudenaiudisu
wanaeiuaddualsgafng uig Laun LDH,-SDS, ¢-APS, 4 (PU/LDH,-SDS; ¢-APS, 4-3%),
LDH,-SDS; ¢-MTMS, 4 (PU/LDH,~SDS; -MTMS, .-3%) ka¢ LDH,,-SDS; o-OTMS, 4 (PU/LDH, -
SDS, ;-OTMS, 4-3%) Fadsnaroautfilddasaiuazausinianeninwaziaivouluney

[

a d’l
ARGIZRINS

4.2.2.1 dUUANINIEAIN

Ul 4.24 wansdnuwaznianenmvesuilunounedn wuii PU fdnuvusla
191518 ey sway LDH,-SDS; -APS,q, LDH,-SDS; o-MTMS, 4 Was LDH,-SDS, o-
OTMS,4 asluansdnfingiuie wuin PU/LDH,-SDS, ¢-APS,4-3%, PU/LDH,,-SDS, ¢

MTMS, 4-3% Wag PU/LDH,,-SDS, -OTMS, 4-3% flanwaiziduiilederinundiany PU
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I

wAdAYuLINNIT PU 11999172989 LDH,~SDS; -APS, 4, LDH,,-SDS, ¢-MTMS, 4 Laz

1 [ ! IS

LDH,~SDS; -:OTMS, 4 Usenausag SDS kazarsaalulaiau vinlvidieg1edananid
anwldveudigs eunipdsiansnszaemilantuasinfnguiigniefawednadu
fviazate Bnnsansemvlaauaunsaindunsiserivansleiigld daalvidiegng

AINaIANN1INTEMLAIAR UaNSEARAZIUNEY Yue? PU/LDH-3% wuaun1advily

= IS

a1sdafinguily Fainaineunia LDH saumiiuluaisdnfinguily 1ieeqin LDH &

Y
v '
= a aa

anmreuuas Jufnnisnszatedilalifluaisiafngiuiendiefiauadinendy

Y

Avinazay

Uil 4.24 dnwaigmanenmvosunluneumedniivia MgAl LDH fiinunsdnuds
WeNA9AU (@) PU (b) PU/LDH-3% (c) PU/LDH,,-SDS, o-APS, 4-3% (d) PU/LDH,,-SDS; o-
MTMS, 4-3% W@ (€) PU/LDH,,-SDS; o-OTMS, 3%
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4.2.2.2 dUUMTNATIES19U0UN T UADUND RN

SUT 4.25 (A) uansguUlUL high angle XRD vasunlunsumadn wui fegh
ﬁammmmgﬂuw XRD ¥04WRgTiNU PU/LDH,,-SDS, o-APS, 4-3%, PU/LDH,,-SDS, ¢-
MTMS, 4-3% w8 PU/LDH,-SDS; ,-OTMS, +-3% Linuiiauasszunu (003) way (006)
voslalasialed (oenlasiad19wes LDH,-SDS, ;-APS, 4, LDH,~SDS; o-MTMS, ¢ Way
LDH,,-SDS; -OTMS, 4 LAin exfoliation agvanysailuasdafinguiy lngaieldiy
aoaunsnd U1y 93195893 195uUB e LDH,~SDS, --APS, 4, LDH,~SDS; -MTMS, ¢
wag LDH,-SDS; ,-OTMS, 4 LLazLﬁ@é’umﬁ%mﬁ’wyﬂam5aﬂ%auu%u1amiamaﬂleziﬁ
dsmalvidulanslonsonlafuenoenanniu Felinutnninveslelnsvialed vaed
PU/LDH-3% Us1ngfia XRD fidnimiia 201y 11 991 Fauansszuny (003) ves
elnswaleniid CO,%, NOs uaz H,0 L‘flulaaauﬂisagaﬂwdaﬂiwaizmdwq%u \iesan
1A39a519909 LDH laiiAn exfoliation waz LDH ﬁamwmauﬁﬂqq AUAANITNILAYF
IelsifluansBafnguiigfiefauedmalusviazans duwals LDH ianissamsiu

Y

LLazLLsJﬂéf’aaaﬂmﬂaﬁ%ﬁ@gmﬁq [32, 61]

U7 4.25 (B) wanaguuuy low angle XRD vasulunsumadn wuil fegis
ManualiusIngsuuuy XRD 1a 9 18991nTAT98519989 LDH,-SDS, -APS, 4, LDH,-
SDS1.-MTMS, 4 Wa® LDH,-SDS; ,-OTMS, 4 4in exfoliation agsauysailuaisinia

=
FIUNY
<9 Y
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(A)
5000 a.u.

PU/LDH,-SDS, -OTMS, ,-3%

PU/LDH,,-SDS, -MTMS, ,-3%

PU/LDH, -SDS, ,-APS, ,-3%

Intensity (a.u.)

uitnu

PU/LDH-3%

PU

TTTTTTTT T T T T T T T T T T T T I T T T T[T T T T I T T[T T T T T I T T[T I T I T T T TTTITITTITT
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80
2Theta (°)

ISOOO a.u.
— PU/LDH -SDS, ,-OTMS, ,-3%
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5UN 4.25 3UuuU XRD vesuilupeunedniiilvila MgAl LDH MH1unsanuUsuansineiy
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4.2.2.3 dUUMNTINAVIIUIUADNNDERR

M13197 4.15 WAAIAUNUABLIURDY (shear strength) uarn158af o qn
210 (elongation at break) Ua9u1luAdUNedR WU PU/LDH-3% TA1AIUNUAD
LIRRDULALAINITEAM 0 V1NN PU 4anedn LDH 8AAUAIUNIULSIRDY

'
= )

Y83a138aRAg WY LT89a1n LDH Tu PU/LDH-3% flan wadiniludngs Jainns

Y

=

v v £ a Aa a a [ v o = P o o
iﬁmﬁlﬁﬂuiua'ﬁﬂﬁmﬂj’mwEAV]@JLEJV]@LLEJ?IL‘VIG]LUUWW]’]@Z@’WEJ BIDUNA LDH n3umINg
azanANaINIInluNITlanuglresanaldiy wazanauannn lunistinue

= £%

ga9aneldiie i lianaldiglanuauisafununsadeuanas [71] uag PU/LDH,-
SDS, ,-OTMS, 4-3% HATAIUNUADLIUADULALAINITENG D 0 amsummé’mdw PU
9390 OTMS Ty LDH, ~SDS, ,-OTMS, 4 Hanmanuifludasiann 29 OTMS aziny
m34ﬁQﬁu@ﬂ;uu%uTwﬂamaﬂhm‘*’nm LDH, -SDS, ;-OTMS, 4 Liiaegal LDH,-SDS, o-
OTMS, 4 fiuans8nfing iy OTMS ‘ﬁmemuﬁqﬁ“u@mmmmmmmiumﬂﬂﬁﬂugﬂ
ga9a18d We vinliaaldNgNAuaIuIsaf unIuLsRdauanas us PU/LDH,-
SDS; ,-OTMS, 4-3% HAMINUnUsaLsIRBULAZAINITEAM 1 9AVIAEINTT PU/LDH-
3% (fi0sa1n OTMS ﬁmgaaﬂmzL@%a?zfaLﬂulaimmﬁfuauma‘[szian 99 PU/LDH,, -
SDS; -OTMS,4-3% fA1u8anguau1nni1 PU/LDH-3% Yz PU/LDH,-SDS, o
MTMS,4-3% HAIAUNUABLTUTOULALAINITEARD B AVINGINTT PU iosan
MTMS mmimﬁmm‘ﬁmmﬁmﬁ’uawiﬁiﬁglﬁ FauseBamioafinntudoiiiy
ANUAUNIULTUROUVBIATTARAT WY WAz PU/LDH,-SDS; ¢-APS,,-3% 1A
NUADLIUROULALAINITEART 8 AVIANINNTT PU/LDH,,-SDS; ¢-MTMS,4-3%
ilesa1n APS fingjlefiuiiuaeansleanunsasiiuselelnsiaufunyySmuld daduuss
Fawmdeafiudeuseniniuszues MTMS fuateladiy Lag APS Usgnaunie
llnsarsuauaneldenanin MTMS W1l PU/LDH,-SDS, ¢-APS,4-3% HA111EnME

190777 9ENUTAAUNMULSLRBULAUNNNIN [72, 73]
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A1319% 4.15 ANUNUFBLLIUABU (shear strength) Wagn158AFI o AR (elongation at

break) va9unluADUNDERN

Sample Shear strength (MPa)  Elongation at break (%)
PU 2.886 2.060
PU/LDH-3% 2.780 1.690
PU/LDH,-SDS, ;-APS, 4-3% 3.096 3.500
PU/LDH,~SDS, ;-MTMS, ;-3% 3.034 2.820
PU/LDH,-SDS, -OTMS, 3% 2.823 1.810

A15197 4.16 uansA1Auniinvoaurluaounodn nui PU/LDH-3%,
PU/LDH,~SDS; g-APS, -3 %, PU/LDH,-SDS; -MTMS,4-3 % W@ s PU/LDH,-SDS,
OTMS, 4-3% HAA1ANUNTANIANTT PU LEA9I1U1IUADNNDERAAINAINAIUEINITH
fumumsinagenin PU Liesainidledin MgAl LDH fiinunsdauusaduluansdndin
g1ufly virlvdeynavesudsegluaisiningiuily Jeeyninvoandsazyils
mmmmmﬁmmumﬂwaqﬂﬁu 108 PU/LDH,,-SDS; ¢-APS, 4-3% H@A1A21U%Ha
ThdwAeanu PU u’mﬁq@ Lﬁ'mmﬂ@qmﬂ LDH,,-SDS; o-APS, 4 LIANISATE18A AR bl
asinRngIufly vzl PU/LDH-3% fiaraauniiaunndian esainoynia LDH Lin

nsywdanuluasdnfagiuiiy

=] 1 A A a v a
M1919N 4.16 ﬂ']ﬂQWNMUWWQWWﬂNWaQﬂQQUWIUQE]QJW@?W]

Y

Sample Viscosity (cPs)
PU 687
PU/LDH-3% 1005
PU/LDH,-SDS, ,-APS, ;-3% 700
PU/LDH,-SDS, -MTMS, 4-3% 754
PU/LDH,-SDS, ;-OTMS, ,-3% 980

nsiwSgnuIluAeuUNeANYRIANTEARATIUNYAU MgAL LDH 7sunsiawls Inemnay
YHAUDY MgAL LDH NH1un15aaudslagnisaanunsn SDS uwazddatuluuilenaiuansiu

wansinefuasluasiafinguily dawadeaudfiBainawazaudiniinigninuaziaiives

'
2 =

YluAUNBAR 1A8 LDH,-SDS; o-APS, 4 (PU/LDH,,-SDS; o-APS, 4-3%) WU uianilnunyay

9
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dwudurauiuansdnfngiuity LWesaneunia LDH,-SDS, -APS, 4 iAN1snsa18ala

Aluansiafinguily LagdieiuamnusiumuwsLdourasasinfing Uiy
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uni 5

dyunansIvBuaTdaLEUBLUE

5.1 @3UNaNI5IY

MATelAnwINsdLATIZALaEIATIERENURN1IN18A TNLAZIATYBY MeAL LDH 7
HIUNSAALUSIATIASI9AI8NIT@aALNTA SDS karn1IanLUIRIAI8n1SYINTaIatY el

dmiuwssuunluneunednvesarsdainguiigiu MeAl LDH H1UN15AAWUT 2INNANIS

1
Y A

Anwnideanunsaasunalansil

1. 35n195nKUT MAL LDH 7mansineniu denanoauifinisnisninuaziaiived MeAl
LDH Tagnisaenunsnuazdaatuniuaisuduisimunyay 199910 LDH,~SDS, ;-APS, 4 &
YAteiTEnItuvedanglansenlenuiniign wasliusuia APS gnaefnlgauaiiuut

langlansenluduniign

2. ANSUERNII@IUlaeluauee SDS : Al A9NaRUUINTDIINITENINNTUYDI AN

1%
LYY °

lansonlon n1snszaneiives APS vutulavzlansenlys wazyuduiay Feluuildugeuy

ANUNSLALTUTBIRSEIUlneluaTRd SDS : Al

3. vilnansaarulslauiuaneneiu dawaseautfininienmuaziaiives MgAl LDH
lnanisnszreivesasaaulaauuutulanslansenleniviunliuanasiowdeuyiings

Anaulaiauain APS Wu MTMS uag OTMS mxadu

4. Mg dulagluaved APS : Al dswaseaudinisnieniniaziaiaas MgAl
LDH Tagdnsrdulaeluavas APS : Al windu 2.4 : 1.0 Wudwnsndruimuizaudmdvans
gafinguily Weosnilvwindesinsenintuvedanslansenlenuiniian uaz APS LAnNTS

nszemlanuutulans lanseanlan

a A

5. N13N32A18AIVDY LDH,-SDS; -APS, 4 Tuasiaing uilgduwiluuanainiunis
WNUUYDIUTUIM LDH,-SDS; o-APS, 4 tuans8nfing Uity &9 LDH,-SDS; ¢-APS,, 1 3 % lag
Wil Wuvsuaiminzaudmsvunlursunednvearsdnfinguiieiu LDH,-SDS, -

APS24
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6. ¥HAUDY MgAl LDH 71un1sanuls denasioauvfidsnavetuilunauneadn lngan
ANUNUABUSURBULALAINTTEAGT Bl A0 HuwiliuanasilaiUfeusiin MgAl LDH i1y
N156AwU591n LDH,-SDS, -APS, 4 t1 LDH,-SDS, MTMS, 4 4@z LDH,-SDS, -OTMS,

ANUAINU
5.2 UaLEUBLUY

1. AnwinavesisnsanuUsiiues MgAl LDH tngldarsamiulsiauyin MTMS way
OTMS waz@nwinavesdnsidiulaeluaves MTMS : Al waz OTMS : Al Aifldeaudfinig
nennkazAived MeAl LDH Tnesjaiuuntulymnissiudiiuvesarsgaivlaausiin
MTMS waz OTMS vudulanslonsenles dudutumenisiuanudiuniuusudoues

wlupeuNeEnveansEARAFIUNY AU MgAL LDH MH1UN15AAWUS

a1 L%

2. AnwHavesTiinansantsssRandsoanUAnIsnIen wLazialives MgAl LDH lay

a =

Wagurinansanusefaidaain SDS Wuwlladu Wy lauric acid (LA), palmitic acid (PA),
stearate (SA) 4a¢ lauryl phosphate (LP) t0usiu 1iioU5uU3an15n32318M1909813¢AU
lowauuutulanglansenles Jadunuamensiurmanunussusadounaznisind o 9a

UAvBIUIlUABUNBERYRIANTEARATILNNYAY MgAL LDH unsinuys

3. Anwrantanianignmuaginiivesunlunsunednvesasdaingiuiiiu MeAl

LDH fid1un1sanuys lawa ssegiianuilupeunednidsuanimainvesmvaiivalalug

<

danTniaa (el time) MetATosinAIaIANdulRa NadeauanInTauLar iy uU1DY

(%
Y o

wilureunadnaIeMsInyududadl waginsendugiuineisemaia TEM Weatiuayu

@

HAN1IAIITRUITUABUND ANV IENTENRNFILNEAU MgAL LDH Ti1un1sanwlsin3aule

Y

Fuduwwmedmsunisihluldnusuiuussyiariseudiluanzeng 9
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