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Synthesis of Carbon-rich Materials from Calcium Carbide
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Synthesis of Carbon-rich Materials from Calcium Carbide

Tne

3

Qa
)]

W18l 3V

seuililudiunilavaimsfnemundngns
Uy IngnAansuad
AMATY AN AMEINGIANERT

IAINIAINNIINEEY

Un1sAnwn 2557






Folasans nsduATIETanATUB LR INLAREENAISLUA

o

Yolldnlulasans Wl dlgnss wwdsedein 5433130123

[

Yoorsdnuinw M. A% wAa  auinundiv

NDa

MY A ANEINIMEns QranIaluvnInendy Un1sdnw 2557

UNANYD

Carbide-derived Carbon (CDC) annsadunyssendldlumusingg wu aunsailwih Janaedu
Tagvhlu msdaasei CoC Sldnszuiumsduasgiiilgumaiias uasunasvesaiueuildiisags Tng
TuenAdoi uaaiBoumilud gnlfiuuvdsosniivou ailsagn Taedulugiuioentled uasasiiu
UFfseusAfaamsmianldlunisdaunsesild  ievanideanssuiunsdannsimegumniis P!
sondladfidenunldlusuddedlaun  KNO,, NaClO, H,0, Benzoyl peroxide, Oxone®, Pd(OAC), @
Azobisisobutyronitrile (AIBN) wagidentdas solid-state reaction (Hunszuiunsdansigilagyinnisun
waaBuanslus fudeendladsiuiu wanwansaedlaludns wudt Oxone® waz PAOAC), TWUsunm
Yoawdniamige nidheentlad Bu nevdsinn 1sUfuugnsdaunseilagld  Oxone” Wushoondlad
wuhnneimnzaufigadeld Oxone” ludhsdiu 0025 eqvimsuadunm 10 wiuazdrsine oM
HCl azlsindnsaeiduvasudsdmduludiunn 02808 ¢ o 1 ¢ vawaadaumslud Wevinisimsei
nandugemaila FT-IR, FT-Raman, Elemental analysis ag Optical microscope WU HAN S 71l
dwlvgidu  Caco, MFevusnmnuaadey () lossufinndaninnszuiunsdssansusidiensavi
Uffseivansazanslaioulumsuoiun  sendnanssuiunisan  nsdanseilagld  Pd(OAC), WWush
pandladlunnemneasafeiiulvnansuiiduvesdedmiluusunmu 03300g #9 1 g UDY
waadeuanslus  dlodeseindasuaidaewmaia FTIR, FT-Raman, Elemental analysis uaz Optical
microscope WUIMWAASAMY TUTINUAISUBUToEAE 22.51 Wil CaCO, Wolu dounlavinnisusule
nszvIuNIdafiofda CaCo, wufiifiss PA(OAC), wihiurllsiuTunundnsusiganiiganismanoiniugu
Ty ndndasifuredadmluliinm 0.1152 ¢ e 1 ¢ vewweadauailus Welnsevindndsise
wada FT-R wudmdndusinldlivsngfafisudnlugis mueneduduisisn Ssagunainnsdanszs
cDC Mnuraideuniludlaglisheendladuazansiuuiteusidalulinandusindoms onfunsld
Pd(0AQ), Fee1aliianansusuiiseans uisndusesinnsAnwiiedususely

AdAgy: Carbide-Derived-Carbons, Calcium carbide, Solid-state reaction
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Abstract

Carbide-derived Carbon (CDC) has been used in many applications, such as electronic
devices and adsorbents. Typically, CDC synthesis requires high temperature and expensive carbide
materials. In this work, calcium carbide was used as a low-cost carbon source. It was assumed that
oxidizing agents and radical initiators could be used as reagent to synthesize carbon materials at
low temperature. KNOs;,  NaClO4'H,O, Benzoyl peroxide, Oxone®, Pd(OAc), and
Azobisisobutyronitrile (AIBN) were selected as reagent. Solid-state reaction was selected as a
synthesis method. Mixture of calcium carbide and reagent was grinded and resulting product was
washed. It was found that Oxone® and Pd(OAC), gave higher yields than other reagents. Optimized
condition for reaction using O><one® was using 0.025 equivalent of Oxone®, grinding for 10 minutes
and washing with 6M HCL. This condition gave 0.2808 ¢ of dark gray solid as a product per 1 ¢ of
initial calcium carbide. The product was characterized by FT-IR, FT-Raman, elemental analysis and
optical microscope. The result showed that most of product was CaCO; formed during washing
process. After washed with acid, remaining calcium (Il) ion reacted with sodium bicarbonate, a
washing solution, to give calcium carbonate. Synthesis using Pd(OAc), as a reagent under the same
condition gave 0.3300 g of black solid per 1 g of starting calcium carbide. The product was
characterized by FT-IR, FT-Raman, elemental analysis and optical microscope. The result showed
that 22.51% of the product was carbon, but the product also contained CaCOs;. The washing
method was modified to remove CaCO;. Only Pd(OAc), gave higher yield than control group and
gave 0.1152 g of black solid per 1 ¢ of initial calcium carbide. It was found that the product did not
show any significant signal in IR spectrum. To conclude, synthesis of CDC from calcium carbide
using KNO3, NaClO4"H,0, Benzoyl peroxide, Oxone” and AIBN could not give desired product. But
synthesis using Pd(OAc), might give desired carbon materials. This product is subject for further

study.
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1 ATR-FTIR alUnasvosupaifeunislusiiunuds Oxone® IUALET LaYOINENTD
wradeumslusiiuasauiu Oxone”

U7 3.2 ATRFTIR alnasveaunaidennsludiiuaudy uaryemnasiniuauiidnsng 6M HCL 6M
HNO; wagWnld 7 Tunauanenie 6M HCL

g‘d‘ﬁ" 3.3 ATR-FTIR alUnAs 198308 HaLvaunadeunslusfiunsufu Oxone® W& uazuansiom
gnvngannsuakAadsuaIstuasIi Oxone® waza9mIE 6M HCL 6M HNO; ua
wagiinld 7 Juneudisme 6M HCL

U 3.4 ATR-FTIR ailnasiveswdnsfasigavineanmsuauaadenailudsandu Oxone”

Tudmnsraau 0.025 eq, 0.050 eq tag 0.101 eq
3‘Uﬁ 3.5 ATR-FTIR ﬁLUﬂGﬁ’]“(JENGUENN?{M“UENLLﬂﬁL%UNﬂWﬁUﬁﬁU@i’J@JﬁU Oxone® Lﬁui%&]&ﬁ]ﬁ’] 30

Y

&

= = s [ ® < S ¥ o o a
W7l YosraNvasAaIdeuAsluAiuaTINiu Oxone  Wuszeziial 10 uiiudnhluing
gl 65 °C 100 °C wazlailgsin

U7 3.6 ATR-FTIR akUnasiwasmdnsdusiganeainnisuauaaideunsludsiuiu Oxone  Juan
30 W7 waznveALvBAadELATSlUANIUATINAU Oxone  1ulaa1 10 wiiudn
luiinfigaungil 65 °C 100 °C uazlailesin

3.7 ATR-FTIR awlnasivasuansinaianrineannisuauaaidouansludsiuiu Oxone

al

UM
Tunsvaaesdl 2.3.1 uazanmsvaaesgesd 1, 2 uay 3 lunsvieaedil 2.3.3

U7 3.8 ATR-FTIR alnasveaansnusigavinefildanyannasiniuns uazannsly Oxone” 1y
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5U# 3.10 FT-Raman awlnn3uveswansasiigl Oxone” useentlad Tunsveaesil 2.3.1

U 3.11 FT-Raman awnn3uvesnansinusinigl Oxone” iusheendled uarldinatun 30 il
5U# 3.12 FT-Raman awlnn3uvesnansiasinld Oxone” Wushoendladuazinfioamail 100 °C
5U7 3.13 FT-Raman awlnn3uvesnansnsionnnaassuaiony CaC, lunsnaassii 2.3.3

U7 3.14 FT-Raman ainn3uvessdnsamidiliainnsld PdAQ), iuseentlad

SUT 3.15 Mnweny 200 WinvesHAR ST INYANIYIAABIAILAL MIVAGBST 2.3.1

U7 3.16 Mwweny 200 wiwesrdndasiainnnsld Oxone” iuseentladlunsnaassd 2.3.1
U7 3.17 g1y 200 Wihweamansnsiannmsld PA(OAC), Wushoondladlunmsveassil 2.3.1
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PA(0AC), Wuseondladlumsnaaesdi 2.3.4

o 0 AN

22

23

23

24

25

25

26

27

28
29
30
31
32
33
34
34
35
37



(% L4

AR UNEFYANEILAZAED

% Weight recovery S DAz YR HAN ST eaN SRR LA
AIBN Azobisisobutyronitrile
ATR-FTIR Attenuated Total Reflection Fourier Transform Infrared
EA Elemental analysis
eq equivalent
FT-IR Fourier Transform Infrared
FT-Raman Fourier Transform Raman
g gram
h hour(s)
M Molar
mL milliliter
mmol millimole
OAc Acetate anion
® ®
Oxone Oxone , monopersulfate compound

RT Room Temperature
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1.1 yawnslauasnunve syl

s < gy 1 s = = £ 3 '
Asusulusiisysurainvats 1w wnslud mes uwnsilu vgwesu wWulewiluaisueu vie
wiluarsveu Wudu Feaunsauiluuszgnaldiimunzaniuanudnuene nswseuiangaisueuanunse
wieulaviaeds 1wy Inlslada (Pyrolysis) uaznsnniaaausmelewnil (Chemical-vapor deposition)

Carbide-Derived Carbons 330 CDC ifumiueuiimisuaniannguanslus lnsnsislossuves
Tavzeen Fslifagaiveudifimnudugnguas  Tne COC  Sdnenmilazthlutszgndldlusmsusiie
110218 1 Sl Fufudsza st ufe uasieadiolnds tae COC anansawdsaldvans Saygu
ynoyA uastungnguld Tusgiurinuesansiaiunagnszuiunisdunsies Taniitealdiduasiedy
Tun1sdaiasesi COC Tdur TiC, ZrC, SIC ma% Fefaquanil daulngiseniigs

waadena1slua (CaC,) udanasluanfismgnuazlade Tnsupadeuansludviufisenseis
imSiviliuivezieiiau Fainldluwaswes ufvozief dudmsuisinsgnuerandnnianisinyasuas
Dudeundslviuasaing
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warAny HUadunniadd Selective Etching fmaufwaaeiwil ATy uhwaaeIuiitnuudullie el

AaRsULSAAaUSINANN LazluauiTeves Xie wavmuy F9l4 Oxalic acid Feausauansliishnala

Tunuddy 93sa wlanaglddieandladvsears  BuUfisen widda lunisdwasizd CDC 9N

a I vas . = = i v s I3 a o ¢ v
wAaenA1slun lagldis solid state Fupslsieauiianunsalinisvewlundninm waselaainnis
duaswnuiiansludfigamgiige uanduisnlivsnananinguas dulinsdeduwindon
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1.2 NeuazANuINugIuiingItes
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1.2.1 wAALTENAIS U

wradena1slus (Calcium carbide) flansiniiiu CaC, Wuansusznauleselinvoweaday (I

Al 2- ¥ a ] v a a o
logau waveziwilanlessu (C, ) lannmafiuyuuazaulanluenlniigamgiuseanas 2000 °C lag
anafidsdevulu a1ty CaO CaS CaN, CasP, uas SIC Yusglutiuautos upaleumsludilasasns
vpseylanlaoaufiseswiingelssiiounuand

5UN 1.1 lassaandnvasunaideunisiun

a % a aaa . Y a o ¢4& & aa =
waaeuA1sluAausalinUfizen hydrolysis lawdnsurilunivevisiauwazuradeulansen
IR lAeaaunIg

CaCy o+ 2 H0 —  CalOH); o+ CHy g

weadeuanslusdsdenldiluunamesfvozwiauidugaamnssuwazlunisinuns Jauivezisiiau
gnifidusesluuiivdmsusinsanvesalll wenanidupadounisluddagnlilunseuiunmsndnmannd,
warlfduomadunziiesdnioe



1.2.2 Solid state reaction

Solid-state reaction LHuUfiSeniAintulpeiiassueglusurends Inglisndudeddininaras
Tuufjisen nalnves Solid-state reaction Usznausmey 3 Sumou Teud (1) phase rebuilding, (2) phase
transformation, wag (3) crystal disintegration Imaﬂﬁﬁ%mﬁlﬁm%ufuamwmﬁmwu nontopotactic
(evmomimdouiinniumisiufuszezmilng ) Hudiwlvg) vieeafauuy topotactic (ezneuadoud
PNFunaALLisaEn o)

Solid-state reaction mmammié’ﬁ‘]uaaqﬂéwé’ﬂ ﬁa Solid-gas reaction uag Solid-solid reaction
10y Solid-gas reaction uuLﬂuﬂgﬂiﬁl’mLﬂﬂ%i&iuiﬁ’sﬂﬂﬂ’limﬁu%LUWUENLLW?]U&’]WNG\HWLUU wig nenaln
suaq‘maaqﬂauuummwmmaﬂmnu ABLSNIINNNSNBAIMEY reaction  interface Wa¥NIUIUAIVDY
reaction interface HAnFasTTAATUIN Solid-gas reaction Hu annsnAndututewiniusifiannioan
Uiz?ﬁn%ﬂmiuwrauwa'mama&gﬂéfuﬁL‘fluLLﬁ”ézJLsé’hgj%gummam??ﬁuﬁL’flumam%a daralyiinnismiauizen
Fu solid-solid reaction Tumullymitiinandosidalunsunsvesansasduduieiu Tnewluudnses
uiletgmitindu Snduasseddgungiigann vieldszernasnuuiiesaededialununs
sudsiufudosruvomanduszey dWoliiduiaanlyiaue uenaint nzvesUfAsen Mufifn
Taseade ndanudas o uazarureshlumsiinufisevesensiedudidmatensiinuiisende
eIty



1.3 UMDYV D9

Osetzky D. [1] lfvimsdansesindnasusuiitinnudusyifovganmsaaieimeniuiou
vowunideunslun waadounsluignldiluuvamesesveulaeiujisendu MeCl, loilu MgC, uax
Mg,Cs rouazilulvimnufeuiionmgil 950-1200 °C ihunan 1-5 Falus nsgvumsianamanansoly
unslundndnsiligeanis 86% vosensueu waglyindnunslidifiounnlnyldgegada 10 pm

JUN 1.2 wanunshriandunsienann MeCl, wag CaC,

Dai C. uagany [2] lvin1sdauasieyt CDC anumalauaslunlagisnis Selective etching fne
ufwnaeuiigaumndl 100-600 °C MnMFIATIEiEmaila X-ray diffraction Lazndesganssmididnasou
wuudesiu nuaive uilldduiidnunmduianedn siuiifsnguy laondndasidldannisduaseid
paungiigeagiienudu ndnunnindesusidldnnnsdaanesiigamgin lumarsatudo fufiinves
wanfeiTlinmsdaaszingumndmazdaenimandusildanmsdaasyivgamgias aneiide
elmmpaingamnifigeduinlfmaundvesaive  ululassedninldftusasinanisinFoilid
subountu dwalindnsusiduduulduedeunsld aaeisodldsonuiwandausiilidans
ﬂsxmmawmﬂgmuﬁ@?w wazanunsailadetalnildlnesien  specific capacitance u 127.7F ¢

{_ o v = . i -1
Weiamewmata cyclic voltammetry 91 10 mV+s



Fresh Cl, prepared in laboratory

JUN 1.3 nnuandgunsainldlunisSelective etching feufignassu (1) nsniugdiu (2) vaennlend (3)
@195679814 (4) 1N (5) ansgadunie

Szala M. [3] lavihnmsduasemdulowiluaiveuatnueai@eunslun wneeraslsdinu uay
Tosuslasmeonsyuiunisunlnilesld ferrocene Wusaseuisen lnoupa@oumislu wazlodoule
Tydvimthiiduiinad luungiienseaaelsdmuimihidusieendled U§  ASenAnnelu autoclave
melfussenisarudugs uarldaalninluniaduduufite) Uiisendimaneeiufouaugumnfifinty
gend1 1500 °C nanAsinleUsznaume NaCl CaCl, wavansusulugue dugiu unsld Chaoite uasidu

lonade IneilSosasnananaiuounaus  2.4-66.1 gideaaindulefinduinainnisissuisenlaevien
\ANVaeNWAI9IN ferrocene

JUN 1.4 duloasveuannssuiunismalng

Xie Y. warang [4] l9vnnsdanseioyn1nn1suaunInNauuwInun iU INkAAEENATS luALasNIA
pangnantaglififuseuisersienisiinnuseunnvemanlunivusUaauis 65 °C Mnwinu)isene

AnuFoudwilvigaumgiiasiis 250 °C viliufiseduiusiellaniuanlagliinislvanusouainaieuen

¥

nanduaidiulng Winnsesaz 95) IWulinAsuounSINauIiaun 80-100 nm FeUsznaumeasusu
wazoondlausouay 98 war 2 MUANU SevazNananAsUsuTisuAua Ly 4%
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Nartowski A. M. wagamig [5] lavinisdaasieansusenauasiunvaddanensnudduainings
Lalaémaﬂamm’]u%%’uﬁuLmaL%ﬂuﬂwﬂuﬁw%agﬁﬁﬂumﬂuﬁ (ALCy) Taeldisnisdauasizsiuy Solid-
state reaction %aﬂszﬁuﬂﬁﬁ%mﬁ’;stsLUa’ﬂ,W (800 °C, 10 s) M%aauﬁqquﬁqﬂ (1000 °C, 2 Tu) lneluy
MsdaATITTRIELAaBaNASiuA dnsAiansalinagiinasusudunanasslafaaunis

3/2 CaG, Ok MCL3 (s) —  MC Ok 3/2 CaCl, Ok 2C (s)

1
=

Tngnunlandndaginswmuaun1sinnly waslnsueuiniy  Fagnindneanaien1saenansinginie

(3

WNUea FavinlvansusuuednassTulurEindarslunvadlane NS AT UINAS



1.4 TngUsTaeALasYauIYAYaINUITY

1)

2)
3)

dupseiianaisuau Mnuealeuaslun legld dreendlad lawn Potassium nitrate, Sodium
perchlorate  monohydrate Waz Palladium  acetate  vioans3uUffsen usAda  léun
Benzoylperoxide, Oxone® ey AIBN
Anuniadeiifnatensdaaneitagaiueulagldansulfitounsida Oxone”
ﬁﬂmamﬁ’ﬁmaﬁa@m%wauﬁé’qmiwﬁlé’ Togltinaila elemental analysis, FT-IR, FT-Raman Wag

optical microscope



Uni 2

N13INA8DI

2.1 \a3asiiauazaunsal

wiasdalivmation ¢ suvis (AB204-S, Mettler Toledo)

\n3esganlada (Elma)

m‘%'aqszmaquzgmw,t,wmgu (Buchi Rotavapor R-114)

Juanya e (EDWARDS model RV3)

in3asmuulmvanuuuliausou (KA® C-MAG HS 7)

Lrﬁlm Fourier Transform Infrared Spectrometer (FT-IR) (Thermo Scientific, Nicolet 6700)
\A384 Fourier Transform Raman Spectrometer (FT-Raman) (Spectrum GX, Perkin Elmer)
1383 Elemental Analyzer (CHNS/O Analyzer) (PE2400 Series II, Perkin Elmer)
nN&Iganssa (AXIO Scope.Al, ZEISS)

W o N o R W



2.2 @Al

Calcium carbide
KNO;

NaClO4"H,0

Benzoyl peroxide
Oxone®, monopersulfate compound
Palladium(ll) acetate
Azobisisobutyronitrile
Hydrochloric acid
Nitric acid

NaHCO,

Acetone

(Acros Organics, Belgium)
(Sigma-Aldrich, United states)
(Fluka, United states)
(Sigma-Aldrich, United states)
(Sigma-Aldrich, United states)
(Sigma-Aldrich, United states)
(Sigma-Aldrich, United states)
(Merck, Germany)

(Merck, Germany)

(Merck, Germany)

(RCI labscan, Thailand)
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2.3 A35n151Ma849
2.3.1 N15NAAINIABaNT g MuNEY

Up CaC, (1 g, 15.6 mmol) Mmelaussenialulasiausielnssunasaududavenu waidu s
vaserduna 10 wit thudadasiildludaiuilagliin wmadesusildadunnsnneiutlusisinds
udmeansalalasaasin 6 M (10 mL) 98191919 Wwe1aunNaneILia Lad veINaL adluaonwunsin g
ihllsiiemdunm 10 wifl wdurdisld 1 fu vhmsmusisuasrduenaniia udwhmsdsansey
Fumousialuil

1. davesdsheasazarelufen lupfvowsdus 10 mLlefen 5w vguwisauasn
ansazaeia
&aveaudedn 2 afadaeni1 DI (20 mL) Twilan 5 unil nulsaasnrasagansi
devoaudedn 2 afsnuedinu (20 mL) thlulefmmdunm 10 wft ududiield 1 fu
yhmsuvisazmansazaneiia miafrhazanefindelaslfiadoindussmeuuumay uay
Wl biwisnneldagainmaduna 12 s,

Tneyinnisusulasuseendlagniniseselull

A1519% 2.1 waRIFI0aNTLATNLY UNrtinwasdns1aIunly

freandlad g mmol eq
- (Blank) - - )
KNO4 0.63 -6.24 0.4
NaClO,"H,0 0.44 -3.12 0.2
Benzoyl peroxide 0.50 0.39 0.025
Oxone” 0.2 0.39 0.025
Pd(OAC), 0.09 0.39 0.025
AIBN 0.06 0.39 0.025




2.3.2 NSNNABININTEUIURUATIZHNRANZEY

YINISNAFDUMINTLUIUNITALASIZA NN dUL LY

®
Oxone

11

Wudeontled Taevinnis
USUagummuUsiunIsdaAsIEiaInNnsauAsIZR N igiude 2.3.1 fanns1eaalul

AN919% 2.2 WARIRIDaNTLATNLY UNMTINwasons1d1unly kasdusnusuasu

gheendled | ¢ | mmol | eq |[sveznavun i) | gumgliivin | szeznaiin | nsailddn
-(Blank) | - - - 10 RT - 6M HCL
-Blank) | - - - 10 RT - 6M HNO,
-(Blank) | - - - 10 RT 7 days 6M HCL
-Blank) | - - - 30 RT - 6M HCl
-(Blank) | - - - 10 65 °C 1h 6M HCL
-(Blank) | - - - 10 100 °C 1h 6M HCL
Oxone” 0.24 | 039 | 0.025 10 RT - 6M HCl
Oxone” 048 | 0.78 | 0.050 10 RT - 6M HCL
Oxone” 0.96 | 156 | 0.100 10 RT - 6M HCl
Oxone” 024 | 039 0025 10 RT . 6M HNO,
Oxone” 0.24 0.39 | 0.025 10 RT 7 days 6M HCLl
Oxone” 0.24 | 039 0.025 30 RT . 6M HCL
Oxone” 0.24 | 039 0.025 10 65 °C 1h 6M HCL
Oxone” 0.24 | 039 0.025 10 100 °C 1h 6M HCL
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(% 3

2.3.3 N157a9TUnBUNTNanaUSUIUNANN 9l
' ~ ° Aaaa ) & ®
- MIVAaBsgesil 1 n1svinufAzeniuauTu (Oxone )

° o o o a aa & v ®
nsnaaewute 2.3.1 usvinisinanslunisugaifianudugs wagld Oxone  (0.48 g, 0.78
mmol) tusireendlad

- MIvAaateen 1 n1svihuiseniuaiuiy (Blank)

MMaveaemInte 2.3.1 wiimainanstunivuglenianuauas wagliviudeendlad

- ANSNNABILRYN 2 NTUAAITAHIAUKENAU

un CaC, (2 g, 31.2 mmot) meldussemalulasiaumelnssunasiunal 10 ‘m‘m \uNansTue
TunyuzInaan uazum Oxone' (0.24 g, 0.39 mmol) Wunal 10 wiin1suzUnain Nt CaCZ‘m
ualdun 1 ¢ wauiu Oxone® fiuals wdhludremunszuaumslude 2.3.1 Tglaivinnsinans

- NINAADELYT 3 NTUALANE CaG,

o { Q’Jl v ¥ U ® v
11 CaC, 1 g MUADINNITVAADIUAANTRIAULENTUNINENAU Oxone  (0.24 g, 0.39 mmol) u&
PlUanemnunszuiunstude 2.3.1 tagluvinnnswnans

2.3.4 N15NAARRALUAINTZUIUNITAINBNIEA CaCO,

PNISUAEITHIAY, A NERAUNAIENTALASLENUDILTIDDNYULAEIAUNITNAGDIN 2.3.1 KAIINITA
asoutunausslliinsnlalnsmrassn 6 M (10 mL)

awesdmeasazaensalalasnasin 6 M (10 mL) wilian 5 wil mmmmua feansazany
2. &rvowdeineth DI (20 mi) Tefian 5 i muwisasmansaraisiis
Heveaudseasazanelufen lumdveindudn 10 mLlofan 5 il nyusisauasy
ansazaneiia
&avaaudedn 2 adadaeni1 DI (20 mL) Twflan 5 unil nuulsaanyasazansii
5. &wasdedn 2 afafeuedlnu 20 mu) dltleiiendunan 10 wif w1 fu
v‘hmsmum%mazmmiaxmaﬁq fdafhazaneivdelaglfiaTosndussmenuunu uas
Wl liwisneldagainmadune 12 .

Tnevheandladildlsun — (Blank), Oxone® (0.025 eq) waz PA(OAC), (0.025 eq)
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2.4 A1SANYIENUAVBINAN Ut

2.4.1 A1SASAFUNANNM Ademalln Attenuated Total Reflection Fourier Transform Infrared
(ATR-FTIR) Spectroscopy

ansannseansi 2.3.1, 2.3.2 NoURLANTA LasHanAasianneaed 2.3.1-2.3.4 1&397n
Y AWIWAIN ASdaUMemAlA Attenuated Total Reflection Fourier Transform Infrared (ATR-FTIR)
Spectroscopy (Thermo Scientific, Nicolet 6700) Iagld wavenumber #iaus 400-4000 cm’

2.4.2 NM3ASIEUNARAMI Arewmalia Fourier Transform Raman (FT-Raman) Spectroscopy

YA UeiaInImMeanfl 2.3.1 $1uau 3 §apgne (Blank, Oxone® wae Palladium acetate),
23.2 §1UU 2 §10819 (Oxone": nawa 30 wit: snensidunan 1 9. 100 °C) uay 2.3.3 §1uu 1
fretna (MImmasaualame CaC,) deguiiniesiioldvinermaniuazmealulad guiasnsaluminends
e Tinseidnewmaiia Fourier Transform Raman (FT-Raman) Spectroscopy (Spectrum  GX,
Perkin Elmer) Tngld wavenumber @aus 200-3500 e’

2.4.3 N1503I9FBUEN YU VRINANAIIAIENEBIYaNsIAY Optical microscope

Uandaueigangainnismaaesil 2.3.1-2.3.3 wwihlinsganglunedlaunavenasuunseandlas
nuuInhlUdesmendesqanssey (AXIO Scope.Al, ZEISS)

2.4.4 MsnsavdeussnlsEnaumaaiiniawmaiia Elemental analysis

YWARSIIINNNTNAaDIT 2.3.1 §1uaU 3 Fees (Blank Oxone® uay Pd(OAC),), 2.3.2 91UIU 6
a8 (Oxone”: 0.050 way 0.100 eq; A19815698 HNO; 1aua 30 Wil Whansifunan 1 wudi 65 uas
100 °0) way 233 (Mavaassualanz CaC,) diguiiniesiioldeinermaniuazimelulad gunasnsal
W8 Wevhn1s3nszeieae Elemental analysis (PE2400 Series I, Perkin Elmer) Tnedinsnzs
@151 C H wag N



una 3

NANITNAADIRALAAUIIENANIITNAADY

o

MmAetiiidmuneeduassniannsueu Belvinanisvaasmuiiazeiusenalull
3.1 MsdaATIEn

3.1.1 N1SNAADINNA28NT IATNAUZEY

BnsuskAaeuasluasiuiusieeng ladifndenuluussennielulasunus1AINAMLTU

1% [
A

Wedesiulilviura@eumsluainufiserduanuiulueinia wazdesiunisqnaalil lanadssieluil

A19199 3.1 uanaeandladly snsd1unly anwarIBIENSHANAMI % Weight recovery wagensdiu
UntnvaNanseine CaC,

Y . ANYULVDIATHANN D % Weight | Umtinuansiae/
foandlad eq : . . v
ABUNTAN NAIN15AN9 recovery | dwitin CaC,
F9U BT F9Y BT
- (Blank) - - y - o 8.01 0.0801
Awneuiena Aty
AL RMIKE AL RMIKE
KNO4 0.417 | 4 , - o 7.45 0.1235
Awoou Aty
. AL RMIKE
NaClOg"H,0 0.202 | nauawdadinn Y . 8.37 0.1207
Aty
, ARCGRIGE ARCGRIGN
Benzoyl peroxide 0.024 | L« , - . 8.06 0.0904
dimnasau Aoy
® A F9U BT
Oxone 0.025 | NIUDILLINALNN - o 23.02 0.2849
Aty
Palladium(ll) AL RMIGE .
0.029 | ¢ . 9B TIARN 29.93 0.3300
acetate* aumaLyu
.. AL RMIGE
AIBN* 0.025 | WaUDILLYNENI - o 5.04 0.0537
Ay

PR IN1SVRaRARNANIUNEVAS
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devunadeuanslufluuniusoondladuiiongg uazdasensamuininlottunargumnd
qqsﬁuaéwaﬁamL%’;LﬁmmﬂmﬁiLLﬂaL%amwﬂﬂuﬁﬁwﬂﬁﬁ%awﬁuﬁw aenuinIall 1 Aunuitansazanensa
Tunnyanmsnaaesiidindes meduAnannsiinmazanea 15ideUuniuuealounslud waynuveauds
Tuyanisnmassdaduniaudsiovulunadeunilud yan1smaaesdld Benzoyl peroxide, Oxone”
uay Pd(0AC), TUmnamweadeganityansveassdu

Tudassunuin Oxone” Wuseenlad AliUsunmansd wsigedian Turnedisoondladoinduly
UiinuanswanfariindiAssiu ganeaesmuen Tamaiieendladaduliifinuffsen Ssenansalin
ansnsaifeUiiseduseadeunsludldamslmiietu asdude  1Hden  Oxone” Wusheendlad luns
yaaestusoly

yhmsdaeneigantmmaaesaaunuLasianfaeiild oxone” Wuseendladdnasmiuilenaaeu
Aravindnld wuinmaaesia 2 addlinalndiAsstu gamsmansmusuiduameitulunded 2 19 %
Weight recovery waziuingg et/ CaC, (Ju 538% uay 0.0538 ANy % Weight
recovery  waztmnranSnet A CaC, wasannamaaes 2 assdldndy 6.70%  uaz 0.0670
audy naRSaale Oxone” Wusheendladiiduaszituluaded 21% % Weight recovery uas
druinuansat /dmin CaC, {u 22.24% uay 0.2766 AUy % Weight recovery wagmein
WAn At /dvedn CaC, 1aAyaNNISVARDY 2 sl 22.63% uay 0.2808 MLy

| = ' ® 9 Y a o  eaw a ¢ L vy
TuameunIanudn Oxone  WIARARAUNNADINITINRANITIATIER elemental analysis 3916
yvnsnaaawfinlaneld PA(OAC), wag AIBN Wusieandlad

Palladium (1) ions Sugrlfidusssufiisemesdalaieguosnta Tnafinsunsisentungosui
lasf Seldiameaeddifuiiseiisen Woun Palladium(l) acetate Fsfidtheatuunadeuaslus 16
wandusidunsesdeiinady udminiludeiense wuhasazaiensifvdos deeaduinan
Pd” avanelu HCL iinduansUsznoudsdou Pdcl, WeAuannssuiunsdndldnansnsidunsvesudedid
diuaziiuunamnn

Azobisisobutyronitrile 3o AIBN 1Jussisuufizeusidanldlunszuiunisndnnedwes Ineidu
asniliadesninet annsauaniilil wsidaloilleluammSeliaaumgiigind 65 °C wWisuiisuiu benzoyl
. v o a ] o 4' Y =~ c Y vya 2 "o
peroxide Nidasldgamgilanii 80 °C lagilloun ABN fuwaai@euansluduailailunsvosuddiing uiile
YnaudInUIanvazwasUTIMemand e ladlan InalAssiuganeaesAIuAY

[

NUANITNAABINUIT  Palladium(l)  acetate  Windnsawindidan aminasdutanmsveu
wennigalvindninmilulTunuigdndiey
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3.1.2 NAYRINIANIYA19FaUSUNUNANN U

INATNABBINUINNTLUIUNITANAE 6M HCL haz 6M HNO; Laifianuuandneiy endun1sn 6M
HNO, frnuvuiuiugandn vhlivesudsusdiuassegifnvesasazats dwalinsuenveuiuas
ansazanedeIBdussindilaentu Sndusdedduasaresdiglunisuen vlidvesudsunsdiugadaly

A19199 3.2 uaneseandlad Al waznsafiltans Wieudu % Weight recovery wagdmsndiutnuinves
nanAuNRe CaC,

Mmvendlad | eq N5ATIAENS % Weight recovery dhominwansau/min Cac,

- (Blank) - 6M HCL 6.70 0.0670
- (Blank) - 6M HNO, 7.80 0.0780
Oxone® 0.025 6M HCL 22.63 0.2808
Oxone® 0.025 6M HNO; 19.06 0.2359

PINNANITNABBINUIN N5A19ME 6M  HCL IaUSHaud@sHana iaiunnniIn1sanamig 6M  HNO,
wintlos Jeo1alunaainnisgaydendnsiurivdnlutunsunenewdawazalsazaly 1380194009105
71 HNO, fiaudfiduseondlad vinlinansdaueivdaadsly wenantuddulululannsianie

ft N  a I3 ) a aaa 9] Y o o aaa a v ) ' =
wlangailiafesnmaadunistuimdeudiseluthamhdennuludjisemanevila seamgainann 3
danld 6M HCL Tunisans




3.1.3 NAYRIINIIEIUVBIRIBNT AT faUSUNUNARA N

Tudnsdiunastua
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Py 1Y) ! Y a s a ' = A o cdgy ®
AINNTITINAADILND DR INAIU sﬂaﬂmﬁaaﬂ%lﬂsdml,ﬁlﬂgall WUﬁquaﬂﬂqﬂaﬂaQNa@ﬂm%misﬁ Oxone

a1 1% 1 1 A A« Y v
UADDUAILLAN 13J‘WU@’J’]3JLLG]ﬂG]’N’E]‘LW]LWUIWUﬂ

A15199 3.3 uansieendlad Nly snsndiuniieuiu CaC, SnwayIasaSHaniuam % Weight recovery
LardnTEIUEITLNYBINAR eIse CaC,

& dnuauzvasanindas % Weight | toinnansnss/
pONTLAG e ABUNTENS PR recovery vwidn CaC,
Oxone” 0.025 | nawaaudadinn HIVRINTAFN T 22.63 0.2808
Oxone® 0.050 | navpaudadinsou ARl 20.65 0.3049
Oxone® 0.101 | navpaudedineseou AR Al 14.97 0.2949

v ® Y] ! A P Y] a o cany v
Q']ﬂﬂ'ﬁlsﬁ Oxone Iuaﬁiqﬁ?u@umqﬂ L‘H'ENQ"Iﬂaﬂ@m%m@ﬂmamﬂm%%lﬂﬂqﬂﬂ']{LGU

i 9] ® a v o v A v 7 M oMoy ]
NNEaN1INARBINUI1 N5k Oxone Usunaw 0.050 eq i winwdndnaiasiign waldlaunneng

Oxone. USinay 0.050

eq uay 0.101 eq fdnwauzilunwowddundslilvdnvasvesiagaisueu luvasiindniadinldainnis
v ® a L2 1% 1 ® a v
14 Oxone U3anau 0.025 eq fidnwaziJunsaaundsdimdy Famnnisal 1 Oxone USunad 0.025 eq 1o

ARSIV TUBUEINIT 987138 ARAINNNTH

® da & a o g ¥ a aaa
Oxone  NUSIanAulUI AU

Tades dswalivsununisveulundaduriinnududuanasdumelidvewdndueidsouas saeanmsi

' Y v o= A Y a ®
NA1IUIVINGIU Q\?La@ﬂisﬁﬂim']mm@\‘i Oxone L{Ju 0.025 eq




3.1.4 NAYBITIELIAMNNABUSUIUNANN U

18

Uisentuanzvewdensdndudeddszeznannuiieliasiinujizer 3aanmmeasaiion
szozhainasivunzay lnuanuwanesiulatasenineansinasty 7 Sudunisliin ndasdueiile

NSIINNTEUIUNTANT N WUz D URU DT LN o Ui

A191991 3.4 uansieendlag Nly warsyeviingns Weuiu % Weight recovery Wagsns@uiInunues

nanAunRe CaC,

mvendlad | eq Syeginans % Weight recovery dhoninuandast/imn Cac,
- (Blank) - - 6.70 0.0670
- (Blank) - 73U 8.45 0.0845
Oxone® 0.025 - 22.63 0.2808
Oxone® 0.025 73U 23.90 0.2957

NNANITNARDAAIITILIN nsinansty 7 Suldlavinlmimdnvesansusalaiiuduaeiedl
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3.1.5 HAVDIYUUNRNITWNABUTUUKEAS U

MnMsmeReaitevgumniinsin wuiiszineiiinanstaevinnslvienuseud 65 °C uag 100 °C
du liinnsdsuudasisiulddn Wethwemanikinunszuaumsinaisudlude linuauuansisan
nslaifinans Ssaguinsinansiienmgiiliiiu 100 °C 1Juszoznan 1 vu. lifinadensiinufisen 3
o1iAnangamifllifvmenziisusndsnunszduresujizenlivioszoznaildtioniiuly

M13199 3.5 uansfineendlad 1Y aaumginld wasianiildin Wiguiu % Weight recovery uagdnsdiu

Y

UntnvaNansaeine CaC,

sheentled | aaumgiifild (°C) WAL | o5 Weight recovery | thmiinuansasi/dhmiin CaC,
(¥3.)
- (Blank) 28 - 6.70 0.0670
- (Blank) 65 1 4.98 0.0498
- (Blank) 100 1 550 0.0550
Oxone. 28 - 22.63 0.2808
Oxone" 65 1 14.97 0.2949
Oxone® 100 1 25.48 0.3040




20

3.1.6 NAYBITLHLLIAINITUARDUSUIUNANN U

devnsuavemauuaa@eunsluduszana 15 wifl gamgdvedndafivtuauidnld wieudud
vowudedsuinegiifuduiuiifiove slnds andndundedasiannuf Aovesueadeuasludiiiatuan
LIIUN LArUUNITiasTy waruduTnANTuinaundeluusssniaaelugs uandlevinisussdeluau
Asu 30 Wil wuhedesueildinvandunmesudsdmuu WoneuliasBeauandsnansday
ot dethludehensanuifiveudsdsnoseyiiinvesmsarans wavansazaneiivislundamsdy
wisalldnuazu Fevilvgyidsvendunsdnlulunsuenndndusieenainansazans Tunisdnade
asezaneiudauiinsisiunouaninelinuvesudsdmasyegiiinn ssansazans uiansazaneiindlugng
fdnuneu wasnuhanaassmuuilldiaiue 30 uit Wndndusiesdahmindesninenases
MUANTUAEY 10 Ui MedIAnIINNsgdeREnTaeilUTEININTEUINNSENS esanuneynA
vowmAnfariduadnas Swvaalufuasavaneilliglsunniu

A o =~ I3 ® = a D oa X
dipvhmsunvesmauveswnal@euasiuiuas  Oxone Uzl 15 U1yl aamgiivedinsaiaduay

Snld wavanssuiimanigiiuduununaine) uazldsouasegauiuladn andnineinnisianssud
uIneyNIAaNaswn ibinzimiulddiety Weunasu 30 witnuitansidseuasaulndifisaiudvriun
o < =~ ' =3 -dl' o 1% ! 1 ! o = 1
waziidnuasilunsasiden agdlsinnuiioinludrmuitliianuuandrdidaiauainmsun 10 Wil uad

a a o | Yo | a i ® a aaa ] 'S

Usinandndndianasegraiiuladn aiadninainnisd Oxone  tAnUfAseseninamsualaglille
Waufisenduuealouanslun dedudulaain FTIR awnesy Jsldaniuunisvaasaiton Tunsuning

LI IGIERGIT

A19199 3.6 uanImeandladNld afliun anuwuzesEIsNARAMY % Weight recovery Lagdnsiaiu
UntnYaNansaeine CaC,

& L’Jfﬂ’ﬁ/l SNYULUDIFITNANA U % Weight | Yuinudnas/
2onT e &4 ldun ' Y o Y recover S CaC
- ADUNITA NSINITAN Y 2
(W)
FUDILD NUD I
- (Blank) - 10 - y 6.70 0.0670
AMuLIea
- (Blank) - 30 NAUDILTIFNIVUAT | HIUDIWTIE N 5.32 0.0532
® a a 1
Oxone | 0.025 10 AAUDILTIFN NUDILTIF NN 22.63 0.2808
® AN GEIGRG HaYBILTAFIN
Oxone 0.025 30 - 14.19 0.1746
F917
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3.1.7 YunauniinasnoUSununann e

Lumﬁ]’lﬂimﬁlﬂﬂmﬂgﬂiﬁl’maﬁ solid-state reaction ﬂ'JiLﬂWUiﬂu'ﬁwV'ﬂQﬂ"ﬁUﬂ LARINNITNAADS
W‘U';’flusuumauaNumﬁmaummmm’mmﬁmﬂﬂim mamﬂmmaummu’m mamﬂmsmmmﬂmuiu 1)
SU‘IJGIE]uﬂ”liU(ﬂ ma 2) suumaumimq mimmmimaaammawu

1. ‘wé’qmsumﬂwmmamﬁlé‘{mﬂmiumlﬂﬁﬂlﬂumsuusﬁﬁmm%uqaL*fJunm 24 . fievhane
waadenenslusiimdonmun fouaviiluneanse

2. FmsuasaalBeuaslusiias Oxone. weniu waAo I wanfuroutlunennsa
FnsunRITLAaEELA1SluRLE T mausU Oxone® Aeuilumennse

A19199 3.7 uanamieendlad AT @an1eild % Weight recovery wazdnsidiudvitinvesnaniugine
CaCZ

foandlad ANULANANAINFNIEUNG % Weight recovery draninuandast/imin cac,
- (Blank) an1zuni 6.70 0.0670
-(Blank) | Wnluniwugiiiieniudugs 20 o 5.77 0.0577
Oxone” anmzUnd 22.63 0.2808
Oxone” | sinlunvugiifinnudugs 24 v 19.45 0.2422
Oxone” ¥msunansaguueni 24.54 0.3078
Oxone” Fnsusamg CaC, 26.69 0.3336

NNANITNAROINUT NIVAaILesdl 1 nandusiladusinaanasnnansunfianiioy uandin
HAnAueUEIAnTUINWAAGENANS luAlUTWROUNNTAN Ui lifinuiutuiloneansn uazdnad
lownintuey mansininanuiservesnsaiundndueilavisetudaievuluiaadeuaisiua

1 = A a o e v o v a a o eaqy
N13NRaREesyl 2 waz 3 WUNMUTINMvsNansudnldindifssiuUsnandnduenldanang
Uni wandliiuinmsualulafinasionisiiauiisen

Weaguanuanisnaaasdesl 1, 2 uaz 3 liAudinis ualiinaden1siinu)isen witu]isen
vduinnLAa@uuasluAluTuRaUNSAN ineauIwWaRsudulng duraunINNTTUIUNTANS
= ® g U al ¢ A [ v ' aaa ' d' ' 2 a o L4
lnedl Oxone  LJumeandladvseilusiseufjizen lngannmmeaedgesdl 3 wuinUSunavendnsioe
= A g ® av myw = & v ® a A a o ¢
g@uandeelield Oxone ililaun Jadululdnvunneuninves Oxone  xiinadoUsuHAN U9



22

3.2 N15ASFRUNANNM Aramalla Attenuated Total Reflection Fourier Transform Infrared
(ATR-FTIR) Spectroscopy

thunatdeunsludiiuaudn Oxone” unudn wazuaadeuailudiiuasuiu Oxone” Tushms
Annevishemaia ATR-FTIR (3Uil 3.1) wuiuealeumsludfiuaud (Fudunduguil 3.1) sngiiadil
SnwasAudaiiuseunn 3634 cm” dudufin CH stretching vesufaozsiiduiaiaainuaadeuaislusiu
arwiluema fiednandnngluanasuveueaifuaslusiiunsiutu Oxone” (WuaTenlugud
3.1) Bnée awnpduveauanidoumsludiiuasauty Oxone® Usngfimidunduseus 1260-1050 cm B
Wuiirves Oxone” (Fudihdlugud 3.1)
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PNNINRa esflennavesUsinaiieendlad e thawnasuvesdnsusiildundieutu wui
wansSauaiilgainnsld Oxone® Tusmsndiu 0.025 eq (Lé’uﬁﬂﬂugﬂﬁ 3.4), 0.050 eq (Lé’uﬁﬁwﬁﬂugﬂﬁ
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Huszeziaan 30 uit (Fudiiluguil 3.5) wuinngufinues Oxone” MUt 1260-1050 cm  meld Using
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Oxone” \flaaannisun wazUsngfinveaunaidenaslus uansitnsualdlsvinld Oxone” IRAUFRTNY
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AsUsLumeY T uFsITUNMMAABIDY
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3.3 NN5ASIVFDUNANA N Arewalla Fourier Transform Raman (FT-Raman) Spectroscopy

Wennnwandueivgugilivnngdyanadumslieseimemedin - ATR-FTIR 39viin1sAniden
foguNdINlATATIEmEwWALla FT-Raman fasialuil
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a fala ® ) a ¢ a
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Intensity
=4
[=]
P

0.006

0.004

0.002]
3500 3000 2500 2000 1500 1000 500
Raman shift (cm-1)

a LY a (Y saa ® U al s r.:l'
U7 3.10 FT-Raman awnnsuveawdnsiouefid Oxone  Wudeandlad Tunisvaaead 2.3.1

) Y] A ® ) Al = A Ad o

AMnanesuEnA gl Oxone  Wudmeandled Tun1svaased 2.3.1 nullalidnwae broad

& Vo -1 | oA ) A aa o W a ° !
AATIG 2500-3500  cm L BULABINUYANAABIAIUAL AT WUNAVIUANYEULLAUTA 2 Ae Tuswius
-1 -1 = ¥ o P \ a o d

1600.00 cm waz 1281.50 cm  @9lnawAeaiuiia G-band wag D-band V8NN 39ANMNTNARSUNT
Judguvesmsveniielusglundasdue annsifia - D-band fianudugeuansindl defect aglulass
nanvawAnAuIiun lunmguiaiseznuiia 2D0-band Faulu overtone wae D-band 7 wavenumbers 2

WiN984 D-band LALL999MNAIAUIAINATUAUSNANUNEIN broad Feuaelaiiiu



30

a & ® ) al & ')
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5. WARNAUNIINNITNARBIUARNIY CaC, Tun1snaaseh 2.3.3
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6. wanNeNlaaInMs PA(OAQ), Wuieanilad
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3.4 NINTIVEDUANBLVDINANNUIIRIENED99aN55AY Optical microscope

o a LY caM v [ £ ® 0 al 1
dndaduiildannsduaseilagld Oxone  waw PA(OAC), Wuseandladuazyanisnaaes
AIUANLNYINADIRIENGBIYaNIIANAIEM&IUETs 200 Wilan1w Dark field Aauans

JUN 3.15 2M9e1y 200 LWITBIHERTTIINYANITNABIAIUAN NITNARBIN 2.3.1

a ] a o ¢ v ® o a =
EUVI 3.16 A1y 200 qumaﬂma@ﬂm%"ﬂqﬂﬂqflsﬁ Oxone Lﬂu@?@@ﬂeﬁIWQﬂUﬂqimﬂaaﬂw 2.3.1
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JUN 3.17 amwene 200 winveandnsiaeiainnisld PAOAC), \udeendlad

a o & v ® ) Al ) ~ a
HAnSueIINYRNIINAaIRIUANLEZaINNISIY Oxone  1Wufsandladiidnuasidunanveuied
) ~ = o ' = @ = a ¢ | @ o a &
Y1TALAU IneTvUIARANAA 6-15 pm eI ndundnvesaaidaunisuoius WusInguadada i
ot nsusudsunneildlunsmesssiinadudnyaendniosun Jawanimaarnyanismeasdlunis
NAABIN 2.3.1 Wil nansaeinlaainnstd PA(OAC), Wusheendladwuiniianwaeiluvesd saviden 1
ddu Inefansnlanuazadeninduiawinannsyateey Jawanandnnd 5 um



36

3.5 NM1sAsIERURIRUsENaUNIuAlinlewmALla Elemental analysis

A157197 3.8 LanINaNITILATIEINARAUNMEmALlA Elemental analysis

foendladg eq nafildun (i) | nswnans ;;;z 9%C (EA) | %H (EA) | %N (EA)
Blank - 10 . 6M HCL 2479 | 044 012
Oxone” 0.025 10 . 6M HCL 1378 | 020  0.00
Oxone" 0.025 10 . 6M HNO; | 14.02 018 |  0.11
Oxone” 0.050 10 - 6M HCL 1144 | 034|000
Oxone” 0.101 10 - 6M HCL 1215 022|  0.00
Oxone” 0.024 30 - 6M HCL 1352 | 024|008
Oxone” 0.025 10 1h, 65°C | 6M HCl 1199 | 020] 011
Oxone” 0.020 10 1 h, 100 °C | 6M HCl 1446 |  023|  0.09
Oxone” 0.026 10 (1aW1zCaCy) : 6M HCL 1346 |  020|  0.00
PA(OAC), | 0.029 10 : 6M HCL 2251| 081 008

dusuran1snaaenIuANTuNUUSINARSUBUEINIINERT el AR RneIndnTaUuidududs
PALVADINNNTLUIUNTALATIEVLABLTEUAIT LURA

a o { aaa 6 o/ ® o A a |
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3.6 N1SNAABIAALUAINTZUIUNTTANNBA1IN CaCO,
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A19199 3.9 uansmeendlad N9 USunuild anvuzvewmandud % Weight recovery Waysnsndiu
UunTnUeIHanntugfe CaC, NNNITNARDIRALUAINTEUIUNITA

Woendlad | eq | twawvasansudasad | % Weight recovery drninuandaet/min cac,
- (Blank) - NIRRT 1.75 0.0175
Oxone” | 0.025 R NIRGIRRIRHY 1.23 0.0153
Pd(OAc), | 0.026 Yosudadnn 10.25 0.1118

NMIMAaeINUI1 Oxone® WitSinamdnfasindlAsstugnnisaassnauau ud  Pd(OAC), T
Usinamdnsusiganinun wandiifuiindesusidldnnuiitedld  oxone® anmmanssteunthil
Uszneuseuaalsnaiveiunidundn Wledwhensyuiumsineiigninudasisliviinum  dnfasianas
ogaiuledn luvagiindndusinldannuiiionld  PdOAC), :nmamaass 2.3.1 Tndafusidulzduiu
upaLdENASUBILN Wodnshenszuiunsinaiigndaulasisliuinamansusiiganinganismaassniun
aonndosiuauuRguieunii Wethwandusildluinseiomain FT-R Wnadsgud 3.18
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