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URA31Bauas91n Bismuth oxyiodide (BION) Gilaasautifindnendsiu TiO, usiltas band gab AikAy
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Biol I#dusuma Si0,@BI0l Aewihmsafineymea Sio, Aduumunarseenidusymanais (H-BION
FaagifinuAuaaso multi-light scattering maslumémﬂé’w,ﬁaqmmﬂmoﬁ’ﬁuﬁﬁﬂmﬁmamqﬁu 1y
Anwnavesivavany dnaulaetnvin (Bi(NOs); - 5H,0) : SIO, #ialaseasnednugIuvetouma
o @

Si0,@BI0l  warAnwiANaINsaluNSISINSYREEaYENTEUNSEMmeKaiuasiulaUS sui e Ui
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Title Synthesis of nanoparticles for visible-light actived degradation of organic

pollutants
By Kasidet Prathaknukul
Degree Bachelor of Engineering
Program Chemical Engineering
Year 2023
Advisor Assoc. Prof. Dr. Teeraporn Suteewong

ABSTRACT

Removing organic matter in water can be done in several ways. TiO, was a popular
catalyst for photocatalytic reactions in the past due to its chemical stability, low cost, and non-
toxicity. Due to its wide gap, it can only be used under the activation of ultraviolet light. This
research is interested in synthesizing and improving the efficiency of BiOI photocatalysts,
which have similar properties to TiO, but can be activated by visible light. It starts by the
synthesis of silica (SiO;) nanoparticles and then coating them with BiOl, leading to BiOI-
coated SiO; nanoparticles (S10,@Bi10I). After extracting the S10; core particles, hollow
particles (H-BiOI) are expected. The hollow structure provides the ability of multi-light
scattering inside the hollow core due to different refractive index values. Effects of solvents,
weight ratio of Bi(NO3)3-5H>0 : Si0, on morphologies of Si0,@BiOl are studied. The ability
to accelerate the degradation of organic molecules under visible light of SiO,@BiOI and H-
BiOI nanoparticles are investigated and palmitic acid is used as a organic model

Keyword : Bismuth oxyiodide; Hollow particle; Photocatalytic degradation; Visible light
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1.1 NUATANUAIALY

v

msimumsgaannnssuludagdudmalifadaymnimanignahfiunniudunasinnis
ayauan s9un3dUuauniaweInAenaving st sauneanfanssuluinuse 1 iuvesUse
waEAANSINYRS NMIminansBunidludvildnaieds wu msgeadu msldasniividn nsvinli

anmznou MslafusIuiisenfieuas sansiamstunaziSmsniaadluih Wusu 9nnszuaums

aaa

Wavuni n1sgagaasasdunsd vuloulagufazenduwantedusaliisen (Photocatalytic
. 3 = axa o Y a a a1 [ ° a
reaction) Wundlddninaula wszauisaviladie Ussdnsnmgaasdanlidnean lun1siin

Uffseseuas dasaufisen sundsnuanuas Bdneseunlasundsnuazgnnszsuliadeunann

LaUNSIWaud (Valence band) Tugaaundsnusir i (Conduction band) inAdlEnasou-

Y

leathludmsifinuiseneentndu-Sanduiveyyadasyiiietesaasan sdunsdealy

(% 1

A3 91U AT edanasieUsedns anvasnisamearsvul eudunidluniseevaansflsua

a1

e deulalnndeulesenled (Titanium dioxide; TiO,) Wuss U @auas szl
a = & a Y A X a ! l ) A v
ANuEtesnwedl 51a1gn ldiduiividdadens TiO, Tuautesinandwu (band gap) M1ni19
Ussua 3.2 eV drusulaseasiwmanuuuauing (Anatase) AU A 810 swaslaf aneled
wasdanslewas (Ultraviolet; UV) AlaauANLe71a981n37 387 wnluuns daduiies 4% 910

wao17ing dilugmeiannduseujisenvtinlminanunsansedumeuasineanuls (Visible light)

'
a a U

fuseufisennfiainludiuusznay Bismuth-based catalyst) Haudindrafulnmideule

} %4

sonlyruaiiAlautoritananuinaunIman SdedudslisuresassufitenUssami ann

mATeinmImeseulsEaninwvesiusi fiseniifdaindudiul senounmeussimwuindadin
panTiglan (Bismuth oxyhalides; BIOX, X=Cl Br wa¥ 1) ianutnaulanseiilauyesinanawnufe
2,62 2.16 WAy 1.51 eV audsu Beeglutisnnueninauvesuasiinoadiuld uidedevdnuesdise
UffsemsznadainAedidnnseuaziinmsnusnduileafifinruduuinldis dwalviussdvsam
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luinufseneendindu-sanduiieaansan sdunidaniasodaiuladn



mMsiiudszansamusseyma BIOX virldmansds et maufulassairandn nmaide (Doping)
fes1ndu M3Ufulassainedugiu (Morphology) waymsviaeulwanidudy aedisndaiinay
Fudoutiosninaeditusn sndegratumsiasudinhazaslunszuiumsdaunsizi BiOl daalw
oumaildilassaisdugunnsstuduiu Tuusygdnusdadlaiaumeynianenlndnszuing
B0l uawd@an (Silica; Si0,) neduAsevivzawaoy BiOl UuauA SiO;, (SI0,@BION) waryiing
afin S0, seniflew3sueynIANAIY h-BiOl fe aymia SIO, duA1zsiine 91190 e Tl wass
AdTinIMWinALY 1.3 wagwiniu 1.007 dwiuerna Juanideen BiOl Adedaiinim 2.55
Frtudlenaniumannnsznueyma SI0,@BIOl uaz h-BIOl agiamswnimvansaislusunia iy
MskiuMIANATENU (Multi light scattering) dawaliinnsaraundsnusnniinmsgaduuasdni
LLasLﬁmmiﬂﬁﬁ%mt,%ul,aﬂﬁﬁmﬂsfu T,ms;u?mwmwé’umwﬁaumﬂ Si0, 128378 sol-gel 14
Tetraethyl orthosilicate (TEOS) Wuanseuuazsl Ammonium hydroxide (NHsOH) fusiaisa
UGN Mnthuutaimaindeuviery BOl vueumaidu 2 35Ae 1. duasevioyna BIOi LAY
aumA SO, launssiay 2. Tmsiadeueuma BIOl MAdnUUauMA SO, 1niuTeuLiiey
Uszavsnmwlumsdesansdunidveseymatnluiiivuassiuiemnnaiiviany audigasonis

WU AT edeuaiuazgarinefonsuifiwnunans Sio, eanwialulaeynia h-Biol wazuily

ee

Wisuisudseansnnlumsiinufisenteuasiveymea  Sio,@BiOl Tnel#in389 UV-vis diffuse
reflectance spectroscopy ie3AT123M1A1 band gab wazAdIMIRAduLas Anwilaseasng
dug1uaiendnsganssamidLanaseunuUdaansIn (Scanning Electron Microscopy; SEM) wae
MIIVABUNYANTTUNM TRAUNTTETWEINIENMINAGDI Gagaaanswiiauug (Methylene Blue)

Y
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1.2 IngUszaannsive
1. dWeauisdunsigieuninnaulngs Sio,@BiOl uaz h-Biol dusuiluiassu jiselu
MSNAUNNTETLES

2. WeRnwIsiauUssaninmuesdtssl fisenlunsifinufisendeas

1.3 YaUANISIVY
1. duasigsieuna Sio; vwaUseuIl 500 nm
2. dupsrzvieunmauluy SiO,@BIOl

3. duasigvieunaunly h-Biol MneumanwIexliludei 2.

ee



4. ANYINANTENUNNMELAN D17 NMIRANTULAS UV Lazlaseasnedugiu
5. AnwinansznuvadlasiEsedugIuvesissUnseseUsransnmlunsiinufnse
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6. TATIBVNAVRINTHAUHATeBMasveseyMAlY SI0,@BI0l NUNINAGBUMS
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nauuazuIdeiiieadas

2.1 aszurunisinlawanlain (Photocatalytic process)

mMafaURRs e Bmanduniduisdmsudnansdunsdivudouundnihy 3oy ufTue
uazthiudud ﬂﬁ&iaaaammaams%um%ﬁmﬂﬂizmumilﬁmﬂaﬁ‘%mL%QLLmLﬁm?ﬁuLﬁmmﬂﬁaﬁ'waﬁ%m
A8uas (Photocatalyst) Usznaulusie valence band was conduction band Auszwineiudae band
gab LﬁaﬁaLﬁ'aﬂfﬁ%miﬁ%’uwé’amuummﬂm'ﬂ band gab Blnnseuazindeuiioonain valence band U
3 conduction band dsal¥iiAn hole UL valence band TudswiliAnUfiseeendindusewinaiauss
U fuasdunsd Tuvaizifeadidnnseuasindeuiioonain conduction band uazldugiRnuffzen

avu v o

IRNTUAUEITIUNI SLruiy [1]

Photocatalysis process
O,*—+ pollutants

Non-toxic compounds + CO,1

Photosensitized process

Dye*

hv > E

Non—-toxic compounds + CO,1

O,*—+ pollutants

JUT 1 ndnmsiauvesiiseufiseseuandalasundeny

2.2 fiaseuisendeues (Photocatalyst)
FussUfizemenafomsisaitemanilasendendanuuanduiinssdu dusafiten s
wasazyhath idusnandunmsimdemuaanflumsssuiisensindu-senfindulddaddu - dase
UfiTenfaeaUssan Usenaunie 1. Single material photocatalysts H@8Iwuufa n-type wag p-type
semiconductor anansasdauazlduliieg wiliiduitoudeminduoudesimdsnuini daal

UszdnSnmlumsiseufizens 2. Semiconductor heterojunction photocatalysts LHusansisdaiimge



a5ouq Anauiuasoue wu aslane @suseneudunid a1suszneveiunidous Wuiuliioliua1ns
aanauuadlviegidluiiuaiueniuls Ingldananuanunsalun1ssindmues electron wag hole Ju

AU isenniuseanianngs willanududeulunisudn [2]

2.3 n1sUFulsuaziauUsEaNsn WA UgRTen
JadeninertesmsusulssavinunUseansnmiissuisenUseneume  mMs@efiunialums
a aaa (% 1% o 1 1 (% <) L4 = . v A A
NnUAATen Usulassaeduguiaruauderitondany wWudu n5198 (Doping) A78519duABNSIAREY
A 3INNEaNEAIUUABIUHAS o UNIILA AU TALUNTTULEAILAZ AN LAUYBITNINEN UAINIUNNTIA
asndeulangdudiannseunUassunnndusesufiisenlilugag  excited state lng  Semiconductor
coupling flamsdaas1eviRussUfiseuuraumensIuaivansiane ansusenaudumsd ansusenevell
WN3EDUNBLINAILAU IO TN NFUEN Usulassasrsnanaansiasulladlassasananaes

aumAfioanAUEINBdNAsouRziinnsTudInauleaniinuduuan (3]

2.4 Gasineandiglan
ansnenth Jadneentialan (Bismuth oxyhalides; BIOX lagi X=Cl Br uag ) AlAseas1andniuy
| o/ = k% ) [3 1 1 & & <)
tetragonal matlockite IAssas1aNANUIENBUMBTUNgoRlIdUENUBY St I Wua laluaeatuwaslu
JUNTUUU [X-Bi-O-Bi-X] MTaxfius8 nonbonding van der Waals awnalniiilifindusening Bi O fiu
X duasumsuenduszansnnanntuuazifing electron wag hole 1ndu danuaunsalunmsdudasdi

AAUHASE TR nN1AaeIIA band gab wundaivesndaaslinde 3.51 eV aglugieuas

[
Y

ultraviolet Jainean@lusluniia 2.91 eV uazdaineandlololadiin 1.92 eV misgagluyisvasuai

yaaviule [4]




5UN 2 Inssassanuiifvesouna BiOX

Jasmoendlelalas (Bismuth oxyiodide; BiOl) Uuansnsiihufind (p-type semiconductor) 713l
lassasnadesy 3 Hupudesinendanuuavfianluladveendiglaniivseinm 1.8 - 2.1 eV usidoidede

a & a v o A <, & = & % = o
EJLaﬂG]ﬁ’e]u"\]SLﬂﬂﬂ’]ii’mm’)ﬂﬁUV}Iﬁlaﬂﬂﬂ’J’mL‘U‘Ll‘U’JﬂL’ﬁ’l “'ZNLﬂuwall']‘\ﬂﬂiﬂN’s‘li’]ﬂﬂdﬁﬂ‘ﬂ@ﬂﬁ]’wyﬂﬂﬂ

© Bi
(%) ®© o0 © ¢
- |

Bi-l,

| R s Ay

5UN 3 lassaseanuiifiveseynia Biol

Unfwdmsdaasizvionma BiOl 9g9ienes hydrothermal-solvothermal aynaitlsasdidmns
adhenenlimssnauiiAnanusiueynainBeuuimeAudagudl ¢ Wewdsuaniymsduag 1y
gumgll  dwhazansuazpH  avldeunmaiupndiulunugauszasdiidesmsthluldanld el
nanofibers, flake-like, square-like, nanosheets, microsphere, h-microsphere g nanorod gy (5]

(61 7]

5UN 4 5U SEM dnwaizraseumaiunsinaenenty



2.5 Refractive index
Refractive  index  AsARUIUaNNISID e U YR a D ARuN K U nFnasuntlalUeddn

Anansrileililldayginea

9 v

Refractive index normal

incident ray

angle of
incidence

¥

i
vacuum
medium

) , refracted ray

\

\
\

angle of \
refraction
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gﬂﬁ 5 BANANSUNAVDILAINIUAINANY

lunsaifeynmaiivanetunuanisiuazdmaliiinnsinmessuasnelusymeauaziinnsnn
NIENUNANEATI multi-light scattering Fwthludmsazauvamdsuiiuinniimsannsenuasuie?

scattering [8]

2.6 NMTAATITRANBULANIIUHATEN

2.6.1 WaliAN1sIAsULIR S dand (X-Ray Diffraction; XRD)

mATANIATIERM SRR Elend (Xray) lneendeandnnmsiiindlesdondmnnsenuiu
szmnuvetezmeumelundn Sflendasiamsasvioufiuuasiournfusaannasny sUuuUMsEsIUL

YDITIFONTIL VB UTTEMITEMINsEIUVeteemauglunan  vllavetezmnen  UarfiAnieanisen

ATENUVDITIALND

2.6.2 NABIYaNsIAUBLANATOULUUADINGIA (Scanning Electron Microscope; SEM)

@) a A Ay vee dy a LY | 0o a 1 a (Y] o [ PRI

Juesetlenld@nuiiuiivesiteg1s lnedBidnaseurzdesniialuuuiavesing vinlulanmasd
anwauzilunin 3 38 mMdswene 20-800,000 Wi YinulagaBianaseuaInuasiilnBdnnsauazgniss

mgusaulnias 'mﬂﬁuﬁw5Lé‘ﬂmiau%QﬂIWﬁﬁlUﬁﬂuﬁasumﬁaasm SIANMTOUANNADLENA TOUILNTEL
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2.6.3 napsganssAUBLanasaukUUdariY (Transmission Electron Microscopy; TEM)
Juasesdlenlifnuilassadumeluvesdiegne Ineddidnaseuaziumeariuitegialudaunses
757930 Vildlenmdsidnuasdunn 2 898 Mdweny 50-600,000 win viulngdBdngsauan
1 o a a [ [ 3 0o a [y 4:4'u 1 0 a d‘
WaIEnBianNA sauaTgnIsImBusIulnihas antusBiinaseursgniniadlunidiens d8idnnsaun

Y]

inunzariuiegdlufunsawmaiuazgnasnduiasulasdudyanalih - 9ntudyanalnihazgn

[ Ae]

‘Ui%ll’)ﬁNﬁLLﬁ%LLﬁ@\‘INaL‘ﬁUﬂW‘W

2.6.4 Lﬂ%aﬁﬂmi@ﬂﬂﬁuuaﬂ (UV-Vis Spectrophotometer)
wnsesilenldlumsinnmsganfuiaivesanstugieueirausiddansibilowen  (UV)  uaguai
weaiule (Visible light) AMuenanduUszaa 190-1000 nm lagendendnn1svesng Beer-Lambert 39

ﬂﬁ’]’)’j']ﬂéﬂﬂmﬂﬂﬁﬁ]ﬂ NAULAIVDIENTILUUTHUN TIAUAN LTI UYBIEI TUAZ ANUEIN N UASTIR AN S

2.7 "uAseiiieados

Jiexiang Xia uazamz [9] lavinmsdduusvansamlunisiinufiiser@uasesouna h-Biol
microspheres  fiduas1zilagld  reactable lonic liquid  uunasleleladuazdvinazaieninui
solvothermal é’qmi’wﬁaymﬂﬁumLLazv‘thLﬂ%ULﬁsruﬂ33?11/1%mw1umit5'qﬂ§jﬁ%m iU Methyl orange
5$%314 h-BiOl, nanoplate BiOi wag TiO, (Degussa, P25) Ié’maaaﬂmdﬂmiﬁﬁimqa%qﬁmgmlﬁu hollow

dwalidiauanunsalunmsifinufisendaasnfninegaiulade



1.0

(b)

0.8 4

0.6 4
o
&)
~
© 044
ol —a— photolysis of MO
| —e—P25
{ —a&— BiOI nanoplates
—v— BiOI hollow microspheres
1Y = O ettt St . —
0 30 60 90 120 150 180
Time (min)

5UN 6 ralSeuiigunsgeaaty MO YaeiaissUizen

Xiaoging Lu Lay Ay [10]1ﬁjﬁﬂmiﬁﬂmiwﬁaymﬂ Hollow SiO, microsphere-supported
bismuth oxyiodide (BiOl) nanocomposites a7&35 liquid chemical deposition Sm’mﬁqma’lzﬁaumﬂ
hollow SiO, 3ntuAGaUAILaUNA BIOl Nildnad1uveIUsunn SO, #ia BIOl unneiaiu tnsuniadnuay

Aagun 7
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Ul 7 5U SEM 994 (a) H-SI0, wazaymafisldnaiuesuunm SO, o BI(NOs); - 5H,0 (b) 100:1, ()

100:5, (d) 100:10, wag (e) 100:20.

[

oy b lunaaouUsz@nsamnlun9issUiAserdu ammonia nitrogen agulan
AMNEINITaluNISERYA1TdUNT dvatoun1AR 18815 BIa1AUA el SI0,@BIOI(100:10) >
Si0,@Bi0I(100:5) > Si0,@Bi0I(100:1) > SIOZ@BiOl(loo:ZO)Iﬂ‘c’Jﬂ’]LﬁQﬁI Si0,@Bi0I(100:20) 3

Uszandnunanaadunannannssudadeuiues BiOl MRveioyn AR

50 Si()J/Bi()l ratios
e :11 o— 100:1
ﬂ ¥ ( —A— 100:5
£ 45} ‘;'w\__» —v— 100:10
- 7552 = —&— 100:20
£ A
E a0t
= e
-] | >
2 N
= BN A
O 35}
™Y
v
30 " 1 1 " L 1 " 1
0 50 100 150 200 250

t (min)
5UM 8 nan158ewaa1y ammonia nitrogen YBIAISIUGNTEA0879

Kuaixia Ren WazAady [11] lﬁﬁﬂmiwﬁaymﬂ BiOl microspheres LLUU nanoplate, hollow &g
flower-like A2833 Facile precipitation AAIVINaza18NaL water—ethanol Inedl PVP wag citric acid
(CA) usineiigaumgiing (70°C) ansdiegsgnnadeumsiinUiisenideuasiisnsdesaans RhB mels

Y

a =3 14 LY 1 = 1 1Y d'
LL?N'V]MENLWL!‘I@] @Hﬂ?ﬂﬁ'ﬂ@ﬂ’]ﬂﬂgﬂi?ﬁ@ﬂz‘ﬂ'ﬂ 9
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g‘dﬁ 9 3U SEM YDIEIA087 : (3, b) flower-like microspheres; (c, d) hollow microspheres; (e, f)

nanoplates

=

ansiegvisaulassasslihnmessumsiaUfiseideuasiuansazany RhB lanadagy
10 dunalaanuszdnsnnuesansnied1snilaseasns flower-like microspheres (500-800 nm) g4n77

Y

hollow microspheres (800-1000 nm) #paintluraniainvwinresaymafiinninfiawalionsnsau

nauiuvesdddnaseuiuleaiiduuinanasuaziinUfiseninndu-senBinduannay

In dark Light on

B <l
Lt 3

1.0% :E' : : ?F_!g

Time/min
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gﬂ‘ﬁ 10 wansegpyda8vsaEIsayaty RhB G’hsJLLmﬁuaqLﬁulé’lmai%ﬁwﬁwaﬁ%m (a) P25 (TiOy,), (b)

nanoplates; (c) hollow microspheres; and (d) flower-like microspheres.

Xiaowei Shi wazAy [12] duAs1gvioyna Au-TiO, Yolk-Shell iU ans nnsiss
URATeIBaLawiiumsiAn multi-light scattering dwduldlunmsissfiternmada H, melduasiueaiy
1# naitlddooymamegadimmaninsalumainu §izenBauasnnniteyniasssuaiia 3.5 W eyma
Aegegnnageulag finite difference time domain (FDTD) Calculations wagladeasufisnalnmsiin
UFRsedauasiiliussansamannnineymasssuadedives Au melusymeldlemalunisgadu
wEsuLaRnnTudsHal i sna1 Bidnaseulfinndy Suininanmainens asieuromdunas

multiscattering MeluaumAsening Au uag TiO, thivduuumsifia H, NunTuegraiuladn

A I visible li Z B
’i- visible light = simulated solar light
© A>420nm / \

'

L

’ \ )
w00

Au-TiO, Au-TiIO,  TiO, hollow

3D-array | . g
. unused light ;'

g

JUN 11 MwdIeg1amsiia multi-light scattering melueunia
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A5N15ALLUY

3.1 gUnsaluazarsiall

® Tetraethoxysilane (TEOS > 99.0% (GC), Aldrich)

Bismuth(lll) nitrate pentahydrate (Bi(NO3)s - 5H,0)

® Potassium lodide (KI)

® Deionized Water (DI water)

® Polyvinylpyrrolidone (PVP)

® Fthanol (Ethanol AR, C,HsOH, RCI Labscan)

® Ammonium hydroxide (NH4sOH) (NHsOH, Ammonia 30%)
® Ftthylene glycol (CH,OH),

® Polyethylene glycol (PEG)

® Palmitic acid (PA)

® Polyurethane (PU)

® Sodium hydroxide (NaOH, Pellets)

3.2 35n15MAABY

3.21  MsdwAsIEiaun1Aualy Sio, ( =500 nm)
auMAuIlY SO, #1A313iA7878 sol-gel 513U C,HsOH 28.15 ml /U NHOH
232 ml Wdeiudunan 10 viil Wuansasiu TEOS 0.8 ml asluuazmusiedunan 1 dalus 91ndu
Aot inansnaduTEOS aseae 17 plfusunu 10 ﬂ%’jmﬂﬁ] 5 il dleduasulinufisiiduna 8 Falus
fdnasniduiusients Centrifusation AiRasa 10,000 rpm Wunan 10 nidusiuou 23 s

f\]’]ﬂﬁ?ULﬁU’e)wﬂﬂﬂ Sio, 13l C,HsOH [13]

3.22  nsdATIEiaynAully Si0,@Biol
. waveIn1sky DI water Wufvinasane [14]
1. wisuasazany A lavazane (Bi(NOs)s - 5H,0) 0.0438 g Tu DI water 9 ml

2. wisuasavany B lnzavais KI 0.015 ¢ lu DI water 9 ml
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WesumMAuIly Si0, 91nTe 3.2.1 911U 0.0146 ¢ Wazanelu DI water 3 ml
laansarae C dilumuuaglininuiouauiisgnmgil 80°C

Auansarats A adluaisavate C wagniusieanmgll 80 °C WWunan 30 wnil
\Auansazane B asluansazanenau A uaz C uaznmusaiigaamail 80 °C u
e 2 2l

thensfeg1eitlaly centrifuge %8 Ethanol waw DI water Apuazifiuaynia

wnluiilaly Ethanol

NawaIn1slY Ethanol Wu@lvinazans

1.

.

wlsNasazany A lagazane (Bi(NOs)s - 5H,0) 0.0438 ¢ Tu Ethanol 9 ml
wisnansarany B lngazans Ki 0.015 ¢ Tu Ethanol 9 ml

WaumAuIly S0, 9nUe 3.2.1 31w 0.0146 g Waganslu Ethanol 3 ml
eiensazany C ilumuuaslviauiouautisgumail 80 °C

Auansazas A adluasazate C uazmuseanmgi 80 °C Wunan 30 Wil
Wuansaraie B asluansazanenau A uag C wazniusieniggamgll 80 °C u
nan 2 Falug

thansfeg1eitlealy centrifuge #e Ethanol way DI water Apuazifiuaynia

wnluiilaly Ethanol

® pavaen1stAN PVP Tu Bi(NOs); - 5H,0

1. wisuansazany A lagavany (Bi(NOs); - 5H,0) 0.0438 ¢ uay PVP
0.233 ¢ Tu Ethanol 9 ml

2. w3sua1sazvaty B lngarany Ki 0.015 g lu Ethanol 9 ml

3. Weumaulu Si0, 31nYe 3.2.1 91U 0.0146 g waza1elu Ethanol
3 ml ldansazane C dlumuwaglvininusouaubisgamall 80 °C

4. fuansazane A adluansazats C uazmusiegumgi 80 °C unm
30 Wil

5. Wuansavane B asluansavanenau A way C uazniusiariugmmvgil 80

°C Wunan 2 Flus
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ansiaeensfilalu centrifuge sae Ethanol wag DI water fowagiiu

oumAnTufildly Ethanol

® pavaenstAN PVP Tu Sio,

1.

wIsuansarany Alasazany (BiNOs)s - 5H,0) 0.0438 ¢ Tu Ethanol 9
ml

wW3suaEnsarany B lngazans Ki 0.015 ¢ Tu Ethanol 9 ml
WeuAwlu Si0, 91n18 3.2.1 91U 0.0146 g waz PVP 0.233 g 1
azan8lu Ethanol 3 ml laasazane C dhlumuagliainuiouauns
gaunfil 80 °C

Wuansarats A adluansavats C uasmusiegnmgi 80 °C W
30 W9l

Wnansarae B adluansazamenau A kay C uagmunasnlggumail 80
oC Wunan 2 $lus

ihensietafilaly centrifuge #ae Ethanol wa DI water fouaziiu

oumauluitlely Ethanol

® avaINI5LAYN PEG Tu Bi(NO5); - 5H,0

1.

WwasuaIsazany A lagazane (BiNOs)s - 5H,0) 0.0438 g ez PEG
0.233 g T Ethanol 9 ml

wW3suansavany B lngazans Ki 0.015 ¢ Tu Ethanol 9 ml
WauMAuIlY SI0, 31079 3.2.1 91U 0.0146 ¢ azanelu Ethanol
3 ml leiansarane C dlumuuaglvinnnusouaudisgamail 80 °C
Wuansazats A adluansavats C uasmusiegmgi 80 °C W
30 W9

Wuansarae B adluansazmena A uay C uazmusenlggmail 80
°C \Junan 2 Hlus

thansiegnefilaly centrifuge #e Ethanol wag DI water fauagifiu

oumAnTufildly Ethanol

® navaeNIsLAYN PEG Tu SiO,
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wisNa1sazany A lngazans (BilNOs)s - 5H,0) 0.0438 ¢ Tu Ethanol 9
ml

wisNa1sazany B lngavans Kl 0.015 g Tu Ethanol 9 ml
WeuAly Si0, 91n18 3.2.1 91U 0.0146 g war PEG 0.233 ¢ 1
azanglu Ethanol 3 ml laansazane C thlumuunazliainusouaiii
gaunfil 80 °C

Wuansarats A adluansavats C uazmusiegumgil 80 °C unm
30 U

Wnansazane B adluasazanenan A uay C uagniudeaniegnmall 80
oC Juan 2 Falus

thensieeafilaly centrifuge #ae Ethanol wa DI water fouaziiu

oumawluitlely Ethanol

.  wWavasn1sld Ethylene glycol (EG) uiavinazane [15]

® pavaenstAyu PVP Tu Bi(NOs); - 5H,0

-~

wIsuansazany A lawazaty (Bi(NOs); - 5H,0) 0.0438 ¢ wag PVP
0.233 ¢ Tu £G 9 ml wldnuduna 1 $2lus

wisuansazale B lngavans Kl 0.015 ¢ Tu EG 9 ml thlumudunm
1 kg

WsnAwlY Si0, :1nU8 3.2.1 3113 0.0146 g unazanslu EG 3 ml
loansazane C

Wuansazane A asluansazane C ihlunauduna 30 vuagliany
Fouauigumvgi 120 °C

Wuansazane B asluansavanenay A waz C wasmuduna 2 $alua
figauvindl 120 °C

thenseeafilaly centrifuge ¢ae Ethanol was DI water fouazifiu

aumanlaluivinagany Ethanol

e 5w PVP Tu SiO,
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wisNa1sazany A lngavany (BilNOs); - 5H,0) 0.0438 ¢ Tu EG 9 ml
ilumudunar 1 $lus

wleuasavane B lmgavae KI 0.015 ¢ 1w EG 9 ml thlunudum
1 4l

WeuAwlu Si0, 91118 3.2.1 394U 0.0146 g waz PVP 0.233 ¢ 1
azanglu EG 3 ml laansezans C

Wuansazane A asluansazane C ihlumiuduna 30 vivagliany
Jeuauigungi 120 °C

duansazane B asluasavatenan A waz C wasmudunan 2 47l
figavindl 120 °C

thensieeafilaly centrifuge #ae Ethanol wa DI water fouaziiu

aumanlaludviazans Ethanol

® iy PEG Tu Bi(NOs); - 5H,0

1.

wsuansavany A lavazaiy (Bi(NOs); - 5H,0) 0.0438 ¢ waz PEG
0.233 ¢ Tu EG 9 ml lumudunan 1 $alus

wisuansazans B lngazane Kl 0.015 ¢ Tu EG 9 ml thlumudunm
1 9l

WeumMeawlu Sio, 3nUe 3.2.1 9111 0.0146 g unaganslu EG 3 ml
laansazans C

Wuansazane A asluansazane C i lumudunan 30 nvivagliany
Jeuaufgumgi 120 °C

Buansavane B asluansavanenay A uaz C wavmuduna 2 $ilus
figauvindl 120 °C

thensietafilaly centrifuge #ae Ethanol wa DI water fouaziiy

aumanlatudvinazans Ethanol

® pavaINstAYN PEG Tu SiO,

1.

wisna1sazany A lngavany (BilNOs); - 5H,0) 0.0438 ¢ Tu EG 9 ml

ihlumudunan 1 $lug
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2. wisuasazane B lagazane Kl 0.015 ¢ T EG 9 ml thlumudum
1 kg

3. WeumAulu Si0, 91n1e 3.2.1 91U 0.0146 g Uag PEG 0.233 ¢ 31
azanelu EG 3 ml laansazats C

4. \fuansazane A asluansazane C thlumudunan 30 wfikazlvannu
Jeuauiguvigil 120 °C

5. fuansazans B adluansazanenay A wae C wazmuduna 2 $alug
figamindl 120 °C

6. Wansfegnafilaly centrifuge fe Ethanol waw DI water fauazifiu

aumeanlatuivinagany Ethanol

3.23  Asannaaynia Sio, luayniauly Sio,@Biol

Wansavane NaOH asluansiiegne Sio,@BiOl fieglu DI water Nidnaulagiinin NaOH :

Si0,@BIOl NfviuA AtUNIUTNIET 15-60 W7 waatihly centrifuge nauaziiulumvinazane Ethanol

[17][18]

3.24  MIATBNETSIARBUABUNRENYRINDALTINULAZBUNA SIO,@BIOI

1.

a a

wauna Sio,@Bi0l tu Ethanol wkauaslunadgsmulvlaauiuty 5% w/iw lay

Y

Tia3esniuansavarelioymeanszaredilummindiieamgivenduszezna 20 wii

Y

WS sULNUNaaRNLaln BN En lidaze1nn18 Ethanol
° = P = | fa | v
ansindeunlalundeuasuusiudlad v seue lilnensnenasuu e aauaule

USunsuwinfulagyinlian snsea1en 13 dauku Uy

a v

nehliunisigamgivies

U

3.2.4  N1SIATITHLAZNISNAEDU

1.

2.

ATRNIATILINISIALIULSEeND (X-Ray Diffractometer; XRD)

-

3Lﬂiwﬁm'§@ﬂ%US\‘i§ uv maqaqmﬂﬁ’mm%q UV-vis spectrophotometer
AnwlassasadugiuiiendesqanssauBianasouluUdeInsIa (Scanning Electron
Microscope; SEM)

AnwrlaseassdugiunslusyninfiendoiganssAudidnasouluudo iy

(Transmission Electron Microscope; TEM)
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\AT0TIATIENATIIARULATIAT19vRIaN TENIRANAUTIALUYIB NS (Fourier
Transform Infrared Spectrometer; FT-IR)

TA31LUNGANTIUNMTANURAT T wasiun1seas v agaate nInUIaud fnaoe

AsaUfnsen
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unil 4

NANTSTIARDILAZNTISILATIZING

4.1 n1sdaasisiayniauly Sio,

Tunsnnaosil vimsduasevioymaunly Sio, fivuiassiiumsusuuianasves Ethanol 1u
sEUUANgUT 12 wuddeu3anns Ethanol anas aqmmﬁmum%m}ﬁumﬂ 239 + 12 nm Ju 475 + 18
nm AnudiduresszuTnes ity @onadosiunuiseues Weihong Gao uazame [19] fiviin1s

Usunasutadusnegiienuauawialunmsduasieieuma Sio, wdnuimatetadeliddiasdudiuimg

YoesruUlesIn segznalunUisedndmarievuna nianudintuvesa snauluseuuigey

dawaliaunves Sio, Ingtuegsliteeyd

500 nm iefnwrell

Y o

ALY WNINTINAEDY

[

Iadeneumewly Sio, NuuaUseunu

d' a ¥ ¥ 7 6 @ 1
A15199 1 wansuSuIauLarANUUNTUYRIaNTaganelun1IELATIEYA19819 A B way C

TEOS
TEOS 1% [NH4OH]
Sample EtOH (ml) aliquot [TEOS] (M) Size (nm)
(mU) (M)

(uL)
A 28.15 0.8 17 0.13817 1.91638 239 + 12
B 18.15 0.8 17 0.20262 2.81022 475 + 18
C 8.15 0.8 17 0.37973 5.26671 549 + 10

gﬂﬁ 12 5U SEM 29619819 A B uay C anua1au
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4.2 M3RATIZRRYNIAUILY SIO,@BIOl
4.2.1 NavasAinazany
iefAnwnavesdivinazangfe DI water Uag Ethanol sianisiadeu BiOl uuilaun1a SiO, wuin

anndivesiiazmedimarenisiafeulazmsiia BiOl Aeguil 13

INMIFUATIEBUNMAUILU SIO,@BIOI HIUITN3ANBUNTA BIOl Aasuuiaves SiO, lusivinagay
Auanasfiuienan s Nnfiganausadeu BiOl asuuRaves SiO; LevamssunAkazalaueviaii
9n3U7 13 nuneumeanduasizilagld Ethanolidusivinazanafeuniaues Bl adousguuimINng

sumeildunduiiiazansedididossdidgmse B avangluhlalid nsld Ethanol filvntieenan

Frelinsnszanesiaves Ay Haudn1sld Ethanol asdsmundeuldlimbwiseumeausnteduiuliung

[14][16]

4.2.2 NavaInN1sLAy Additive
M Ineaedly 4.2.1 wudmsazane Bi** wazn1snsenefivesaymea Sio, luiwiavaiedl

ANNAAIINIUNTELATIEY BIOI wagmsiAziou BiOl aauweum Ay SO, wagnudnnsly Ethanol

v
v = =

Wigsag1aed e amenanisiaiay BiOl asuuaunIAuIlu SiO, AN UIAN¥INaYes additive %39

coating agent [16] eiuUszandmwmsieasulaun PVP way PEG ludvinazany 2 slinfe Ethanol
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wag EG nefnwinavesanaunsiiumodslu BiNO)s - 5H,0 wavluaynia SiO, sian13iin BiOl uwaynA

SiO;

l. A7viNagane Ethanol

Polyvinylpyrrolidone (PVP) as additive

Add on (Bi(NO3)s - 5H,0) Add on SiO,

4 |HY spot mag = det | mode ) ———500nm
M| 15.00kV 13.0 50000x ETD SE

gﬂ‘ﬁ 14 5U SEM ?J@Q@Hﬂ’]ﬂﬁiﬁ‘ﬂ’]ﬂﬂ’]ﬂam PVP Tu (A) Bi(NO3)s - 5H,0 wag (B) SiO,

usecase | WD g HV spot [mag = | det |mode usecase WD ———>5um
Standard | 10.0 mm KMITL T 15.00kV |13.0 6500x ETD SE  Standard 10.0 mm KMITL

mﬂ'gﬂﬁ 14 wueymanduaszildlasld Ethanol Wudhasanguarld coating agent 1u
Bi(NO3); - 5H,0 flaunmaaaienantsl (flower-like structure) ¥a4 BiOl UuAIvetoUMA SIO, kazdl BiO
aaszagﬁwuaumﬁaﬁ%’uﬁaﬁum TahimzuuRaees SiO, luraisfinsiia PVP luansuwiuass SO, NUBUNA
Aleinznguiududeuvuinlvg way Tiduk 1urudnatsmnnnia 1 um 91n91u3 8908 Murthis.
Kandanapitiye wagague [16] lumsdaasiziioynia BiOl wuItmsiiu PVP azanysevsasn1siinugisen

hydrolysis 984 Bi** vil#ifin nucleation v83 BiOI lad1 Ialdusymaswaianas dadugonadosiunsihu

[
a A

PVP Tu Bi(NOs); - 5H,0 Tunsnaaesil #1la BiOI 1Mz uu SO, daudazdivuinlngaisainnisiiuaiuu

[

auMA Sio, Mle aggregate VALNETU a1z IvUSumMToUlENaves PVP ldmaneay
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Polyethylene glycol (PEG) as additive

Add on (Bi(NOs); - 5H,0) Add on SiO,

s 2/15/2024 HV spot [mag = |det mode usecasse |WD 4 0 HY spot ‘mag = det mode |usecase (WD ———3um—
52PM 15.00kV 13.0 | 10000x ETD SE  Standard 10.1mm ? A 15.00kV 13.0 10000x ETD SE  Standard 10.0 mm KMITL

s 2/15/2024 HV spot [mag = |det mode usecase (WD 4 0 HV spot |mag = 'det mode |usecase WD ——3um——
1:47:12PM 15.00kV 13.0 10000x ETD SE Standard 10.1 mm KM - 4 15.00kV  13.0 10000x ETD SE Standard 10.0 mm KMITL

U 15 5U SEM vesaumadilda1nnisidiu PEG Tu (AB) B(NOs); - 5H,0 waz (C,D) SiO,

M5l PEG 10w coating agent Tunsguiumsdaasigsi Sio,@Biol Tnedl Ethanol Wudvinazane
WeawaunAlalidnaedl coating agent agasazany Bi(NOs)s - 5H,0 138 SIO, lUnsIvdeUaNYMENu
A8 SEM nudeuma BiOl in3sastnzag uuiiy Sio; dauimpjt,ﬁmmilmsLLamwé’aﬁ’uLﬂuaumﬂﬁuum

o

[

2

Pflvweanndt 1 pm viafaidueyma BiOl Baszdruunndsdionlunsaingusyasrvasauidy

ee 2.

aaaa

UNNANINARRIaRUANSAY PVP U coating agent Tuansavane BiNOs)s - 5H,0 fioiluisaa

=

Ngaludvinazans Ethanol Fwasinsusuugsdndiuvasansnldlumsdauasiesiseluiioan BiOl daselw

Ueeiign
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Il Avinazane EG

Polyvinylpyrrolidone (PVP) as additive

Add on (Bi(NO;); - 5H,0) Add on SiO,

HV spot [mag = det mode usecase WD 4 e HV spot |mag = |det mode usecase WD
15.00kV |13.0 10000 x ETD SE  Standard 10.0 mm KM = M 15.00kV 13.0 10000x ETD SE  Standard 10.1mm

g

% spot /mag ® det mode usecase WD 4 0 v spot |mag = |det mode usecase WD
15.00kV |13.0 10000x ETD SE  Standard 10.0 mm KM = 15.00 kV | 13.0 | 20000x ETD SE  Standard 10.1 mm
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Polyethylene glycol (PEG) as additive

Add on (Bi(NO3)s - 5H,0) Add on SiO,

HV spot [mag = |det mode usecase |WD — 11 e HV spot |mag = |det mode |usecase |WD
15.00 kV | 13.0 20000x ETD SE  Standard 10.0 mm KMITL 2 15.00kV | 13.0 20000 ETD SE  Standard 10.0 mm

15.00 kV  13.0 20000x ETD SE Standard  10.0 mm KM 15.00kV | 13.0 20 600)( ETD SE Standard 10.0 mm

% HV spot [mag = |det mode usecase WD 2y HV spot ‘mag = det mode usecase WD
v

17 5U SEM voseymadildainmsidiu PEG 1u (AB) BI(NOs); - 5H,0 waz (C,D) SiO,

<
=2
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