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ABSTRACT

An objective of the research is to prepare the Silica-ODS to be use as a stationary phase in
reverse-phase HPLC columns. The spherical silica solid supported stationary phase was prepared
by precipitation of sodium metasilicate solution (prepared from rice husk) in micellars system
with nonionic-surfactant (triton X-100). The prepared silica particles were spherical with 3-10 pm
in diameter, specific surface area 1270.79 m2/g and 18 A pore size. The silinol groups on silica
surface particles were determined by calculating the possible maximum loading of octadecyl-
trichlorosilane (ODS) and trimethylchlorosilane (TMCS) to bond phase and end-cap respectively.
The possible maximum ratio of ODS was 5.51 x 10° g/g silica and TMCS was 4.18 x 10° g/g
silica. The silica bonded-phase functional group was studied by FT-IR technique and carbon
loading percentage was studied by TGA technique. The end-capped silica-ODS was packed in
150 x 4.6 mm.i.d. and 250 x 4.6 mm.i.d. column by wet packing method and tested the efficiency
of chromatographic columns. The theoretical plate height of both columns was 0.00470 cm and
0.00640 cm respectively by using 0.06 mg/L standard biphenyl solutions, mixture of methanol -
water (80:20) as mobile phase, at flow rate 1.0 mL/min, 1 pL injection volume and UV detector
at 254 nm. A mix standard uracil, benzene, naphthalene and biphenyl 0.02, 3.00, 0.50 and 0.06
mL/min respectively were tested. All compounds were separated within 10 to 15 min. Resolutions
of each pair compound were above 1.5, capacity factor were between range of 1-10, selectivity
was above 1 and peak symmetry were less than 1.2. The two columns were applied for
determination of paracetamal in commercial medicine. The calibration graphs plotted with five

. . 5 5 . 2
concentrations of standard paracetamal was linear with a regression coefficient (R7) > 0.9995.



The recovery percentages of two column were 98.04 and 98.76 respectively and precision of the

results (RSD %) were less than 2 .
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2.3.7.5 dUWITANA (Affinity)
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Reverse phase BPC
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Normal phase

Reverse phase

Compound

Stationary phase polarity
Solvent polarity

Solvent strength

Sample elution order
Effect of increasing
Solvent polarity

Cautions :

Polar substituents

High (alkyl — amines, alkyl - nitriles)
Low to medium

Non polar ---> polar

Least polar first

Reduces elution time

Ketone & aldehydes not good for

alkylamine

Non — polar substituents
Low (alkyl — silanes)
Medium to high

Polar ----- > Non polar
Most polar first

Increase elution time

Use between pH 2 — 8

4 ' P = a 4 =Y
MmN 2.6 M3gniiramilorveseyd Ta¥l Tuu (Acetophenone) Tavaadni C-18 wila

A9 [16]
Column Precentage carbon load K’
Dupont Zorbax ODS 20 15.7
Merck Lichrosorb RP — 18 22 10.3
Beckman Ultrasphere ODS 12 11.3
Whatman Partisil ODS -3 10 12.0
Water Resolve C g 10 12.4
Water [LBondapak C 10 7.9
7 5.5

Water Nova — Pak C

Y] ded o = =Y ~ P
24.1.4  Affinity chromatography foauuihlfinamaiaueinsiaigin

1 . = w : = ¢ o & % i 4 g
(39071 affinity chromatography (HuneduiN IFauAUATUNTIANIA (affinity ligand) Failuens

9/ v, s = = @ =1 .
M9F0 W 1AUn immobilized enzyme MIDUOUARINANUTLUBUTITAIM (solid support)
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aoauil 1A laomsuUSunAouditor 1ag ionic strength voaumadsunniinaauiauivos
a3 ana o W
uaziulgasonAunaula
ABMIV0Y affinity chromatography 1AW UNIZI9193g9 NMTUUATIA 1aw
¥ v

= "o ' & o S =2 A o ] d =2
MauAuIUey UﬂluﬁlﬂlmgzﬂﬁjﬁﬂﬁwuﬁwEJ“U@Q%J@QLHNU@LTY]&' NIDANITOITU YIUDILVIYA

s . iy .
ime ldun agarose, cellulose, dextrin, silica LL@1¢ polyacrylamide

=

o 9/ a dyd? 1w 2 aaa =4
ﬂ')’]i]ﬁ"lli‘ﬂ‘U’rNﬂ'l‘icl‘HMﬂUﬂH‘Uuﬁ]gﬂ‘]_lﬂ']?mﬂﬂ‘]_l{]ﬂiU’]Lﬂhﬂmw’lgﬂ"uiuﬂ'ﬁ
A 1 ' Y ¢ o v W =R o el 9 aed :dy
BUADIEHINAUNUATUWITANINNUN JITALN S ﬂi$16ﬂfﬂﬂ1ﬂ5ﬂﬂ1ﬂ'ﬂ‘ﬁﬂ']iu HBNITINVL
=1 Y o d as A 9y 9y t:'-yn/ 3 o) 3 &
LLEIﬂTCT'lﬁﬂN‘]ﬂﬂ']WLLﬁ'JENLﬂu’Jﬁﬂ’l?LWNﬂ’J’]msﬂiﬁ’Uuﬂ’JU "HEJﬂﬂ?ﬂﬂﬂ@i‘lﬂﬂﬂﬂ]ﬂﬂﬂﬂﬁﬂdiﬂﬂﬁ
Ml TUsAuuSgninnasiadald

'
~ o

M319h 2.7 Sedeasmimmiinsuen laemailn Affinity chromatography [16]

<

Immobilised ligand Tﬂséinﬁﬁﬂﬁﬁqm%
Di U9 trivalent metal ions Iﬂ‘iau“ﬁﬁ His, Trp 1182 Cys residues
Carbohydrates Lectins
Reactive dyes nucleotide — binding proteins
Nucleic acids Exo — 1101% endonucleases, polymerases
Amino acids Proteases

Nucleotides, cofactors, substrates (4@ inhibitor | Enzymes

Protein A, Protein G immonoglobulins
Hormones, drugs Receptor antigens
Antibodies, antigens Antigens, antibodies

3 =1 = o sy A
2.4.1.5 Chiral chromatography Humaiianisi1 lasul InnswAamisauen
a & o . A ot i " a
mslsznovdsznndunun lawes (enantiomer) nIotuaIsn optically active Tavefie
-7} & 9/ o Y a q’ d‘ == é = S =
WA stereoselectivity 1510 lumsimelduiqns iesnnhiifieaniaderluduuuils-

d 1 r.\;: A 9 o a T = '3 ERIRE A =t kY =]
WOT IMUUNUAAHAN WA T Y ING IUDNBIAYENaUNIY 13J1JF«IE1H‘§E\’E3W3JNE1“UNLF]EN
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Chiral stationary phase (CSPs) 9231510 umendulsadeufivesnadund HPLC
W 11/ 3— 5 1 §edha Csps 1dun

(a) “Pirkle” CSPs ﬁ'mmﬁu’lﬁﬂ W.H. Pirkle University of illinois ﬁamsﬁ;ﬂu
91N UTYDY phenyl — glycine 130 leucine FnnatiaiuseAuSan 5 um ﬁﬁa%éiu;ﬂ ionic

3
ua covalent A9l

NO,
-81-0-81{CH,) 3-NH1+-OGC—CH-NH—CO~Q ionic
SIS
NO,
-8i-0-8i-{CH,) -NE-CO-CH-NH-C {)-{_ covalent

e

(b) Cyclodextrin bonded phases Cyclodextrins Ao cyclic chiral carbohydrates

N152noUAI 6 — 12 M1IWUBI glucose 1A bonded AU 5 pm Silica

(00— b

2.4.1.6 Size exclusion chromatography (SCE) Wudimsvealasu Innsil

1 e - ! ' i 1 1
Tavldaegnuiidueaniignguvniadiey Tagluananivuialvgnignuvosnans
1 o d g o & oy 3 & ' Y
FiueennARRdNINT Ny Aumamadoud diuTuwanavnamaniasasnudr T lugwiuves
v dd o o a H 59 '
waszesnanaeduinnds hlvinanmsuen 14 msuendaliuediuvmagniuvouea 1oy

] é = ' W . .
voulv Tumanavialasearnudr 1 luea 18 da5on 97 exclusion limit

3N 2.36 uaaImsuoNUUD SCE [16]
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i - I . v @ !
Tuananivua@nnd exclusion limit ¥z lloglugniuvousa wayoon

o o [ 1 = [ o
MNARaNENNEas aauluananivuialugnNazeonannedineu
Aq Ya a A
wan 9% 3 ¥iia Ao
{ v - 4 1 o o
- Solf gel Ao twaResauI (swell) IHvalng ldnaromag ooy ludi

Y 1 ] A A 1 1 =Y o
az08 A0819AY polydextran W30 agarose FINFON19N15A191 Sephadex Hnatwwsiia duilu

WIN polyacrylamide 12 H¥9N19M5M131 Bio - gel P.

1 9/ =1

i [~ = Tl oA = 1
- Semi rigid gel iHuanAoud 90T v Taslvalvainiuauiios 1.1 - 1.8 1

] . A A . K .
%Y polyvinyl acetate Y159 polystyrene ¥HDN1INI15A1IN Bio — Beads

- = =i T A @ o 1 Y A A 3 Aaa
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Ay
A TERERY
o
152 To1iueq SEC
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d a P 1
2.4.1.7 Ton - exchange chromatography 1113515903 Insun InnsWiawlaog

9

o i = @ ' v o’ ' ~ = o o
ﬂ‘uﬁﬁ‘m1'smmmﬂaﬁu"laaaummmﬁmam DITITAIDYIINADINTG ?LﬂﬁW%WLﬂuHﬂﬂ-

Ta oAy o . Y ar " =~ v 1ta Ay I
loseuaagiuidouily cation exchanger f1esdrodr1uiluuen lesoumaogiuidonily

4
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. 1 ) P o Y a o b 1 3 o [ "
anion exchanger ¥yilanduuea MM linansuan/asu lesou nisldilu 2 szay Yusgiu
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d' ! o w & o Y a = !
M3 2.8 waasmyilanduuoaniliinanisulaen loaonvas Ton - exchange -

chromatography [9]

Cation exchanger Anion exchanger
strong Sulphonic acid Quaternary amine
- SOH -NR;
weak Carboxylic acid Tertiary amine —~HNR, 118
< COOH Secondary amine —H, NR
Phenolic (R UNUAIONGUVBIAITOUNT 0)
- OH

2.5 32UUMIVT39 (Packing system) (7]
o d x ) ~ =
Tunsus59A0AN (column packing) Taea 111 2 3% Al
1) A5M5UTTWVVLAA (Dry-packing methods)
cxddy o o ::d. 1 ad cay 1
TimmnzdmiumIussgeymanivalng 20 um) 35msussgil b
i
L] w o ] o d . [ o Y] 1 v
gagnniin v Id Tagthaodmidu inlet maeiuiludmSugueiniseon aaudiu outet Aoy
1 o @ 1 =3 3 o 1 ] o w 1 =
Woadmiuldeyninve st Tuneumsussgaziieymau ldasluresdmsuldoyniad
° ' [ . A o onog Y n v 2
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14 plate count U584 120,000) [10]

2.5.1 HPLC column

I o v = .;’} ' g/ ' 4
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aa ! o o w o) a = = 1 [=1
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19 el Wudusal§isen Tuvaegh NH, sgadreoymaivniamae 0.5-10 um AIUAUILIA

]
= 1 ol

YBIDYNIA TAUDATIAIUHANVBIAITAANTIAIAITDIBUANA AU ANYIUANH UL YD
B‘Lgﬂ‘lﬂcalfﬁﬂ’lﬁ’JULﬂﬂﬁﬂ electron microscopy, nitrogen sorption, FTIR, small angle X-ray
scattering Q¥ thin layer chromatography mﬂwﬁmimﬁamam’jmqmﬂ monodisperse
. dd.y = d' o ot = )
spherical AWAIMBAWIZG muzdmsSunuTasu Inns W uazmusomionluszoy
av o = ar ' aan
avatulaeld Hel dludusaljasn
5. R. Lindberg nazamiz [23] lAwsouoyunadanininloa-va niamaidadiadu-
° Aﬁcj ‘g ] o & Y o = :3}
wa Tagiimsanaznaumsazateniuilomeiny e ladmsanyulavosasazaioiiuly
TLVVVOUNNIZIONNA0D INFANA-lomuoa-msazatouon Tudoy ayniain lasivuia 70-
4 o . d =
840 nm BIVUIALALNITNIZIIWAIUY monodisperse §NAILAN IABBIAYIZNODIDITZ LU T
= | a ' o @
anuiuldldnezimuvuiaoyniats 10 lulasiues uadsadunisnszareduuy
. a e oW q Ao A a : Y ]
polydisperse lunszuIuMIoNatu-a v linanaiiolsuiavenii dosnin 15 wi% uay
YSinmwesmsanussfeiatosndi 0.5 wi% uazinsanarlunsiilfisouumnni
NILUIUNTT 19a-109 LUVIAY
6. T.H. Liou uazamy [24] lawSoumadaninaziBoainnuagiivinaaiuaye lay
1 1 v
marunaudadionnuieud lunehly oxidizing atmosphere ARIdNYAIZYBITITAIAUIAY
a as o 3 g aAa =
HanfaN e Taseadng, vweeumn, AU, Ysmesgnguuaznsnszneveigngy
astvaeulaoldimatin TEM, SEM, XRD, FTIR, ICP-MS oz EA Any1imiwnlianudau
Ey @ =1 yg “sa P 2 g/ 1 o —
Awen31 5 KAl oz laRuiivens G801 235 mY/g vinadurngudnaisvedgngumae

5.4 nm YUIABYNIARAY 60 nm FaNA 1da M s NoATIMSIINgINYTIA199 nAan1zll
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anvazidluedugv Anvinalnuealasoimsaatsdisnnuiounsaesiunou daumaiin
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s

Thermogravimetric Analysis (TGA) WUIIWAIIUNTZHUNAT 166210 kI/mol IFMTIATIUFAN
dad da = Sa et e
nUHuAHIgIazBsavIau luwas laedsiilluasnianuazain
Y o o ¢ aa 3 o ]
7. LH. Park wagamz [25] ldhimsduasizneymaganwuuduInssniivinabn
ar aan Y :’ :? o 3|
szau lulasmas Tasdgasenloa-wa ludtaruvenilutiniu (wo) msaiuguanuiiug
¥
9/ aa =Y Q a v oW
nyuvedlnssainlueymnvesdam14isaiuquanuniinvesneaazeesihludiaduves
v 3
WIANTY (W/0) A polyethylene glycol (PEG) 130 polyvinylpyrrolidone (PVP) M3l
¥ Vv
Tasaa1ave 87aduiatos 1non131@N hydroxypropyl cellulose (HPC) a4l ludaniigiu
9 et 1 1 g; :; 1 d‘.
msza1 il HPC gals1sveseymnee liadnaveuazerniiozeglugoynin  iilenanu
" Y 9
L7 = o a
RAGRILER hydroxypropyl cellulose (HPC) UAHIIN 0.8 — 1.4 % Tasrimiin VYUIAUVDIDUNIA

Y

o 1y Y ' o
0A[IN 10 vllli‘ﬂﬂl!@]'i W 1 ullliﬂim@]‘i UADIANNUNIUNINND 1.4 % Iat1niin

a

¥ ¥
amsazmwazlanuniiageldauen unumves PEG wie PVP lusuvasiivziinnuddey

&

(= VA o 3 3 a v ow = Pl ] 3 ] o Y a
‘Jﬂﬂ]hJLWUQLMLW?J'VI']cL'HIﬂﬁﬂf’fﬁNﬂ]@\‘]@llﬂ“]ﬂ! W/0 llﬂ’ﬂ‘lJi’ﬂ'E]EJ'in’]’luuLmUﬁ‘H’JUW']cl“}’Hﬂﬁg

o A aa aa =] a cgJ AII Y 1 a : J
Wiu "WL!'Iﬁu1%ﬂ@@Hﬂ"lﬂ“li'ﬁﬂ"mllﬂ']’]lil’ljuE‘Wﬁ;u%zlﬂﬂﬁuumﬂf)ﬂ‘ﬂET'J‘H‘I‘JJﬂTE UVBIUTIAD

¥
L) 1

3 3 o " 3
TEOS (Rw) (Ju 4 uaganudutuves PEG uag PVP Tusuiiunminy 6 wag 1.4% iy
Y g a aa H " [
491U PEG 22gnunuiade PVP ouniagamniugwiuegedsznie 3 -7 lulaswns
. . [ g @ Ao '
8. J. David Sunseri uazaz [26] lavimsAnuims anudoutudamszniig
=~ 1 o 3/ as o . . 2 o
RUNYY 150 94 800 °C noui llaaiuszi dimethyloctadecyl chlorosilane FUJuN3an
o 1 P = T A a dvt::' 2
$ruauny leaeanueniin luwlaegiuivaamatia HPLC ag wenaniiilumsdnyiaan
TumsTdanudounin 12 84 48 %2 Tue o e ANz aud sy dehydroxykation §1151
) ¥ [
mamngangiineui lafeiusziu aansadhldiwouvesny laarweaizinl§ase
anA99In 8 B3 0 wmol /m’ Mgl 1,000 °C uazasIvaounsIiaNuTouAoUMIAT1
ar an Y ) ¢ “
WUTZUDIFANAUNAUA diffuse reflectance infrared Fourier transform spectroscopy (DRIFTS)
. 5 . . . . . g Y
lng Solid state cross polarization magic angle spinning (CP-MAS) “SiNMR UazHaIIna31e
] v
Wuse wgasnaounNuueaives loarueaivisuazanuadesaafites 31n1uiinsg
=) L4 a oa = =] d‘ A A
nagpuszULInesa-a anda lasiun Inns il (RPLC) anunenfivlves leaueanmdeiing
=3 ' A aa Y ] - =) o = s A o a
Wusgnwin o gamgnlianuisungumgil 800 °C tagmsgdmsniuud 1zine
w B A A . 9/ 1 & = = - '
anyuztduNANINg (tiling) Yoo druluwamadasunianuduwaun @Gy 11.5) W
aa - 9 5/ P o oo U dy 9/ Aa =] [N 9 Y
Fanmngn lianuieungungiaina ez 1dnang mizlinunidiveans o 19ius g
o A= P = a LY o 1 o Aan
w51z Taena h) Afeyddanuiluageeziiansuaninvesiuszsenine c-18 fugam

_ ﬁ%’
INAvU
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9. S. Ek. azaaiz [27] 1@¥imsiny n1sldmaiin Thermogravimerty (TG) UAT1EH

' a A e A, e A A P w v A o n vy Y ¥
mg}"iamawammsfgagcluqfamm 9 ¥iA NUANA1NY UM lHnTes TG Wuld lvanuiou

AUTITAIBINFAN (1530 mg) lavidasimumuguiigil 5 ‘c/unil angugidesly

o =& a a & o = o :} o A a Y
VUNISNIDIQUNNY 1250 C GthTﬂ’i'RLLﬂﬁ@’]ﬁﬂﬂu Lﬂﬂﬂﬂﬂgm‘immmm‘ﬁuﬂ f;[iUuLﬁle‘lJ

a & & & - e . fr =
mﬂﬁu 2 wmaumumaummﬂuwmaumﬁﬁ\mmaﬂ (dehydration) LLﬂzﬂJHﬂﬁ]uWﬁadﬂﬁﬁﬂ

i
s

1 =Y o & A _
vy lansenda (dehydroxylation) Tagn15%1 differential N3 W89 TG (DTG) gaungiiiaafia

W

=

9 v i
MIgayduivesdanoglugae 100 3 130 °C Auawny lensenda viminninfigade )

u g

E 4
¥ Y

9 " '
Tutuneuiaes Tashongumngil 1,250 °C Fan1oglugiusa siloxane (Si-0-8i) iniums1z

[ VA = 9/ 3/ ° 1 Y] :?: o
"lclfmuaa%wammﬁeﬂgwqmwgumﬂm'mﬁaumﬂ'n1,250 °C FuTuIaiinsdne

1
= 1

o 1 0 4 a do
Ay laarueanyaegunnil 550 uaz 1,000 °C uaziiion/Touioy MyinzriuIL

wy lyaueanigungiinis Idaamsoud 550 °c Taumaiia TG uag 'H MAS NMR wu wa
= a o { y o ' =] i a
msnaaesdi 1d laeldimain TG WuhunsedeuazvensldedielsAauiigungd 1,000 °C

3 = i o 1 A o g {4 a o o
HANINAADIVBINIADIITUANULANANA LRSI NNad Y NduRavInHanedu lawidnd

Ed
o o @

ad ) = 3 dq Yv ¥ [l
LAZHAYDIANUNENZANIUITNSATI9Ta Taaldmatia TG Wy Yszynald lAunusssuai b
] I =Y [ ' o o @ ) @ A '3 ] 1 a 1
gaenFuFoU inszmatiadanad falided admTvanzing lsaueangumngiigani
550

T 5 ny aa ::‘:g =~ o
10. Neil D. Danielson uazams [28] lawm3suganmnloymailuniinauszau
. . o - 4
TuTaswes Jvuiavesgngu 200 Saaasen fufumsuenasdi luagadeannsouonms
[ 1 o ] 3 an el = :g dyd.l v o
aena1 lded1esaai5a oyma Fam 1-2 lulaswas Agawiouiudiiitemsnsznedifiuay
o = @ L) o o @ =) =1 = aan e
tazvoavstaniz luaeauisnesaadmiumaia Insin nns i wiouandaninivuig
2 luTasuas a2 1A HETP 11nn71 130,000 taniuas Taeimanuainsolumsdusiiug
{ e = ]
waz ldnanauung aunsouenminau Tsauuaznilng ldvareyiialasldinanisandi 1
= 31 = =
w17 uaz 1Al recovery voIesNULNA
11. Kevin D. Wyndham uazang [29) lasinisAnaudnyaziayvilsediuilsedns

v ~ A &4 ~ 3 .
MuvoIneayi lasu Innsveunaddussonsge 3 via Yunsoulaold cthyl-bridged

' s 1l
hybrid organic/inorganic ﬁ?@gﬂ?ﬂﬁﬁﬂﬂhﬂﬁﬂg& HANUNAURNIE 140, 187, and 270 mz/g
5/ 1 o i 3 o w 2
HaZVINAITUAIFUINA g ImAY 185, 148, uaz 108 A awddy Taeld SEM uaz nitrogen
5 . =1 o ) =) 3 = 9
sorption  analysis  laginmisaaudaslasldnszuaunisnianil 2 Yuseudeld
. . . F 1 Y 9
octadecyltrichlorosilane 118% trimethylchloresilane 9INFIWIIUHDNITNARADIWUIIAIUUUU
o .:3’ a aa = 3 9 1w _ 2 -4 i) =
Y09 octadecyl VUNUAIFAN TANWAVTWNINY 3.17-3.35 pmol/m” FalSTouifiay
[ aa 4 9 o " o‘ g 'Q % i 3
ALUBUMATANNTIINUFZ 019 AIUaND 3.44 umol/m” WUNH7 344 m'/g Taawauiluaasli

ot

< ' < = 1 @ v do
mumﬁmwmmamwwﬂa‘wm‘wﬂmaﬂ131%&1un1a‘1€1’ﬂmaxmwmuqwmﬂaawﬁmw
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TasmInnaifvouradaussousganallla nlSouiouquantianslasuiinnsilues
L g 5 o - Y - o o
ADDNU C-18 boned hybrid phase N1 C-18 bonded silica Tavldonasniunairs uazithuua
9 &_:I c; =} o =L o .. 9 ar =1
mulaganzmaaaouinmmasInunuNLAIANUTUNIZIIZIT (selectivity) ATIWRULAZT
1w a = s a @ = o dd? 1 o v d A d? &
AMausedns peak tailing frivasnduuaayum retentivity UDIADANUIZIWUUHIND
¥ ' ¥ ]
NMuFvesyMAminIY MInmsanyImsidendnmluaniizieyasy fu wodiiaglavusa
Ed '
nanuamuasdn1zmaaiininneiag lsuiaiadieiuse uazluldafraiuse Tag
= = [ e @ a a o ¢ A Y
1WFuuouiy C-18 bonded silica TasasivdauvInmidadseansainvesneaniiiielauiu

=

@ : 4 A g . =

140 2109 Tagldldauniies 10 Tumlmadounfiilu triethylamine Ngaingd 50 °C.

12. Y. Sudo uazame [30] lawmu1itmsunulnilums end-capping iy

aqs o) i i { = A A as

octadecyisilylated silica gels (ODS) Iﬂﬂ’ﬂgﬂim silylation ﬁqmmu 250 °C HIUNTRAY U
pyridine HoUNI1 end-capped AIWUFATV1 silylation Tuaveunad uazvindoyaalnnsy
a 9 3 == T - 9 ] a 9/ s :!'
durhisauaasliimiuniuSuamny silanols 1aedoend Ysmmumsasiaiuszuss oDS 7

= '

IAT81910 monochlorosilane aAAdLilo end-capped ‘ﬁqmﬁﬂuqaﬂm 300 °C atuwldnms

a

I
=

4 | E_ aa = o =t ]
anautie9INMIUNUNNY silanol VUFAnUIa lnoa15MTUAD end-capped  HT0BALINTT
Y3104 carbon content Y83 ODS MATONN trichlosilane 1Uaand 1ieanniioUfnse1 end-

'
= LY '

capping Lﬁﬂﬁqmﬂgu 350 °C WunuwANNINIRNTE1 end-capping Lﬁﬂﬁuﬁqmwgﬁqm'ﬁw
vinmsinneieiiiluadie HPLC Taol¥ ODS end-capped ﬁqmmﬁ 350 °C wun 1ddia
fifgUsredntat s ifimsduasanmsita tailing aa Tl lhummadonfiaa

13. Joseph J. Pesek uazAmy [31] 1AMn13ANHINAUDINTT endcapped VU octdecy]
bonded phase 1975 silanization / hydrosilation Ti“ﬁcl%k‘ﬂuﬁil endcapped 13 ¥NOUAIY
trimethylchlorosilane (TMCS) 1122 hexamethyldisilizane (HMDS) 8051874 1:1 Taalua 35015
endcapped ﬁyﬁﬂgﬁ'@ﬁ% ﬁamﬁﬁwﬂﬁﬁ?mﬁmm silica hydride intermediat N1 TMCS-HMDS
Ha3910 N3oNG991NUFASY1 hydrosilation (U1 C-18 ) &5 TMCS-HMDS 1Flunmsmiany
lesarmuoavu silica hydride 1¥aniiaoas’lyl mﬂifuﬁﬂmamﬁﬂym:ﬂszumms end-capping
TAu7T Diffuse reflectance infrared Fourier transform 29 (DRIFT) Rg Si cross polarization
magic angle spinning nuclear magnetic resonance spectroscopy (CP-MAS-NMR) t1ag “cop-
MAS-NMR Ans1aadnyagn1a 1nsu Inns wilveq octadecyl bonded phases Tasnisnagou
A1 (capacity factors) UDIAINAN hydrophobic LAZNGY basic aapaiuTleTeRiladens
1OR separation factors JUA1TAIY qﬂﬁmﬂumwmfraummsﬁﬁﬂaisazmwaamiﬁgmm

' o = '
ﬂQﬂﬂU’dﬂTJ&‘ﬂNﬂ'ﬂﬂJLﬂuﬂiﬂ- A
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5 2 o a a 1 P
14. 0. Mitsuyoshi [32] ldhimsfinmianiwavey leaea #aliaiuioulaoms

o . e A ) = Qs 9 Y v aa ~
111 calcine HHN1 %ﬂi“ﬁl%ﬂuﬂ HPLE Ciumsmma@miaamﬂms“lwmmsauﬂucﬁammgmw—

A g v

o o a o o ) @ 8
JUAT 9 WNINTATIVANTIEHANHUSNINUMNLASNIUAY VOYaN 1ﬁﬁ‘lﬂ‘ill‘ﬁ']ﬁ!ﬂ'li°]_]@u

a

= o @ o LT} 1 a ¢ |a
uaz lelasnulianuduiusiuanududuvesny lsamea (ay,,) TneimszdlSmusg
a ] o 1 1w o o . {
foglugtvosngmiveunazlaTasnulamiu 23 % 1oz 29 % A WAIAY caleine 7

=)

= ' " | a L4 o 1 " e
UM 180 °C IUM3 calcine NN 950 °C ATIIIATIZHHIAMTVOUTAWNIAY 1.6 %

£l Ll u

=

wazlalasiou 1.6 % (c?ﬁmﬁﬁwmsﬁﬂu1ﬁﬂumm’&’uﬁ1§u5ﬂa1&maagw§u 11.6 nm Rufiin
298 m'/g VHWIAIWIY 1.22 ml /g UAZVUIAOYNIA 5 um ) 1Hmatia HPLC A52980UNIAT
21147 (capacity factor) Y®IT1T dioctylphathalate, dibytylphalate 118% dimethylphthalate G
mmﬁgﬂsﬁﬁnﬁuﬁuqummmumﬁ calcine 910 180 4 950 °C TavlHunivea-teniau

e
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3.1 maniinazgunsainldluandse

3.1.1 ;e

L.

nsalalasnansn (Hydrochloric acid) A.R. grade U3H% CARLO ERBA

2. I“Mﬁﬂilllﬁfﬂiﬂﬂ"],‘-ﬁﬁ (Sodium Hydroxide) A.R.grade 1587 CARLO ERBA

3.
4.

10.
1%
12,

13.
14.
15.
16.
17.
18.
19.

20.

1N5NOUBNF-100 (Triton X-100) A.R.grade USHN Fluka
poANIAAGA InTAan 15 lasauy (Octadecyltrichlorosilane) A.R.grade
UTHN Fluka
Inswianasls lyau (Trimethylchlorosilane) A.R.grade U559 Fluka
I‘WQ%H (Toluene) A.R.grade 158 BDH
%381 (Pyridine) A.R.grade U5 LAB SCAN

az@ In1u'nsd (Acetonitrile) A.R.grade USHN LAB SCAN

025 10 14138 (Acetonitrile) HPLC grade US¥% LAB SCAN
NIUDA (Methanol) A.R.grade UTHN LAB SCAN

WNIUDA (Methanol) HPLC grade U55% LAB SCAN
fwﬁuwwﬂu (Parafin liquid for oil bath) A.R.grade UTH% Fisher
Chemicals

aaaTsnosu (Chloroform) A.R.grade 159N BDH

Y3190 (Uracil) A.R.grade 1/7HN SIGMA

Tuiliia (Biphenyl) A.R.grade USHW Aldrich

IUTY (Benzene) A.R.grade UTHM LAB SCAN

LUNWMAY (Naphthalene) A.R.grade U5H% Merck

WITUAAINDA (Paracetamol) A.R.grade USHN Aldrich
MTAZAWINTTIUHAY Y3150 twudy nurnmdu wog Tuiliia
HPLC grade U5HN Restek

hlﬂﬂﬂ’eﬂ‘iﬁmu (Dichloromethane) A.R. grade UTHN Fisher Scientific
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21. 92% AU (Acetone) A.R.grade UTHN LAB SCAN

Vv v E
21. 11nAU (Distillation water) 1182111517191 10901 (Deionization water, DI)

3.1.2 nesilenazgilnsol

1. NADIYANTIMIDIANATBULVUABINTIA (Scanning Electron Microscope;
SEM): 1455VP/EDAX®, LEO

2. wseames Tunsiumsnoutladises (Thermogravimetric Analyzer;
TGA): Pyris 1 TGA, Perkin Elmer

3. Lﬂ?aﬁﬂﬁuﬁﬁmawmﬂgw;u (Surface area Analyzer): Autosorb-1,
Quana Chrome

4. n5euondisd avluws nInilines(X-ray Diffractometer; XRD):08 Advance,
Bruker AG

5. invouendisgoosmaud  munInsfimes (Xeray Fluorescene
Spectrometer; XRF): SRS 3400, Bruker AG

6. Lﬂ%ltf}ﬂEJ/ﬂﬂ"I‘iﬂ‘iS,’mEJﬁ’J‘U'mméﬂ’lﬂ (Particle size Analyzer): Mastersizer X,
MaLYeRN

7. nFesySesnsuanesu SursusamunTnsiines (Fourier transforms
infrared spectrometer; FT-IR): FTIR spectrum GX, Perkin Element

8. n3eelanlofesuunndanialasurTnnsl (High Performance
Liquid Chromatograph; HPLC): water 510 HPLC pump /waters 486 Tunable absorbance
detector, MILLIPORE

9. ﬁllﬁWi %JUUSS?Iﬂﬂﬁ'ﬂJﬁ’ HPLC (HPLC packing column): Model CP Lab
Alliance

10. m?mﬁmmﬁmﬁ (pH meter): Model type 215 Denver Instrument

11, m?aa‘f@uﬁmumagmﬂ (Sieve shaker): Refsch type vibro

12. AziNIIsou (Sieve) YUIA 635 mesh: ASTM E11, Endecotts Ltd.

13, nSesdudafinaoudlawaian uueralnInsimes (Inductively
Coupled Plasma Mass Spectrometer; ICP-MS): ELAN 6000 ICP-MS

14. mummm%’auq& (High temperature furnace): CSF 1200, Carbolite
Furnaces

15. nama?ﬁummmﬂu% (Motor stirrer and propeller): SL 2400,

StedFa:stTM Stirrer
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16. winldanuiouaziluniu (Hotplate & stirrer): Framo" Geratetechnik,
Model type: M21/1
17. Aoduiiar HPLC (HPLC empty column) U11A 150 x 4.6 mm i.d. 1ia2

250 x 4.6 mm i.d. (316 stainless steel tubing )

3.2 YUABUMSANUUNUIDY

17
(v

TUAUN1 FINMTHAATANIINLAAVE?

AYTMIwSouasazay IsPoummFananunaudn

=2 ad ! aa o 1 o g aa
- #ANEIIEMIWssNeYMIATAN ANgURTuNnIInay NunEd ey
1 4 o <3 VoA
uazdwiuguinmammnzaulunsih 1§ luduasgivives
v o @ ad ¥ 1 d
ApW HPLC lagenfuitanaznoualossuy luaad
- ATINABUAVANHULNINNILNIN-AT] 191
a a a = aa o A 5 9
- ARTIEHANNUTENTVRITANANAATY 16

o A o v

= o an | =1 3
- AwnzvmItaEeedivesozaeumaludannesoniuld

¥
sA Aa a

- AATIHAUNAWAZVUIAIUTUVDIDUMATAN
- ARV MINILaeAIvDIB YNNG
a 1 o o an
- Ansizvinygladduyeseynindin
3 = = ads o (- —
VUADUNZ ANBIITNITEUATIEH Silica-bonded phase
= ad o o s 9/ ana ¥ o a
- AAEIITMIFUAIZH Silica-ODS Aelnen laa luadu uazilSum
a 9 o @ n ¥
ODS gaga Ners1iusziy lyaiuoald
- fAnundimstadanoidesln (end-capping) Famdae TMCS wazilFuia
o H 1 U
TMCS gagalumstladateiniesls
- i’d?ﬂmmim’Jﬂffﬂl_lﬁmﬁﬂymz(characterization) VD3 Silica-ODS
- fnym/Suna carbon loading L1D1% surface coverage U89 Silica-ODS
A’f | o q Y o
JUADUN3 1IMIVT5Y Silica-ODS aelunodu]
= o o o = .
- ARYIMIVIIYARaN [agdBuuuilen (slury packing)
uaj ~ = e -~ =
Yupoun4 AnwInuanianialasuInns v
Taoldasazaaunasgruneu g3rda wudu uurmau uay Tuilia
A
a o Y =} ~ a A a o a i
(HPLC grade) USEW Restek WiounalSouiouszaninmmiunoduiniansi au
- ﬁ‘i'lummawquyﬁ (Theoretical plate, N)

- AANNFIVBUNANMINGBY (HETP, H)
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- aAnuaNsn lumsiuen (Resolution, R)
= ‘Iflﬂﬂﬂmw\]’mm’rﬂ‘gﬂ’ﬂmg (capacity factor; K)
- AMUTUWIZINIZ (selectivity; o0

- ANUAUNIATUDINA (peak asymmetry; A )

a o

= Y 3 a :
'Jlﬂﬁ’I%“I’WiWﬂSle'lﬂ‘l‘ﬂ’JWNWN%H"&J@Q‘W’]?’]L"Iiﬂ‘lll@ﬂclumﬁﬂhl%"Uﬁ'in']‘lJ’Jﬂ(‘i"lﬂW)

¥
e o &

Taoldnoduninivwesn)ssufsnduaoduiniamsi
- nageUANNFNTUTIFUdY (incarity)
- mﬁ@ummmsﬁﬂa (precision)
- NATOUAULNY (accuracy)

E v
Junpuis a3UwaNINAnoILaLIIBUHANITNARDY

3.3 3m3I9n

vindoya [6] wunanzimmzanlumsmionoymaganinizysiansenay
s o 3 o 1o A v o o v o
aduave uazensahunlduaegiunluneduy HPLC o fuszuy luwadlunis
d a a = a g s‘;t:!y
asuauuueyma Taeszuu luaadinannmsldmsaaussisiisiaueu lovailn Tuiil
=1 o a o Y] aa
1415 Insnewdnd-100 (Triton -X 100) Yu1m 3.235 afu Aumsazato TxdvumumFana
. v a 3 v A LV ) Y]
5% (wiv)  misazaionialeasonasin2  luans  wazdlSuiieylividu 42 dwans

=S

Tandeonleason lad 1 Tuans 11 TRy Tifgangil 45°C iflunan 48 21us

3.3.1 MSAENTITRSaY
3.3.1.1 @150Lans IwmAumMFana 10 % (wiv)
° 9 o = o =1 o w u‘:’ o
Wudwnay lwnngungil 700 °Ciluna 1 ¥ Tus ndsnmimihuiua
cl ] a Y ' ' % 5 o Yy
VOZIDUALAITBUMIUAZIATITON  UUIA 35 1U% (mesh)  UAZA1UNAVNIOU laA Y
A
5
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2. gudniesiionuzImnmeas aoniuma lnlagwszaoundndigunnis
AANT=19
3. MAIFUAT ANSINIFIAAS NHIINIRINTAn

- =) = a 4 = o
4. MAIPUANNAURA AU INYIFTAT '@‘W’?ﬁﬁﬂ’iﬂi’ﬂﬁ?’rﬂ?ﬂﬁﬂ



unn 4

wan1snaasdttazeliewna

41 mIanameuNdnyuzveseymadamimisnideinmsaiugueyna

Taaszuvluwad

d
411  Anvgadhyazgliieveseymadimmisonmsfunney Tasly
pdDIganIIAIBIANAIBUNVVEBINTIA (Scanning electron microscope; SEM) Aauiandly
JUN 4.1

EMT= 600KV WD= 8mm  SignalA=SE!  Date:13 May 2005
Mag= 500X Scan Speed=6 Time :14:34:02

10pm” EHT= 600kv WD= Smm Signal A=SE1  Date 113 May 2005
Mag= 1.00KX ScanSpeed=5 Time :14:36:41
e PSRRI r a har n ER R

3 4.1 dnwagzdiaveseymadamidunsizi 14
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i

P ' aa A o Y dw A
ﬂ’lﬂz‘ﬂﬂ 4.1 W‘U'ﬂ@ﬂﬂjﬂ“ﬂﬁﬂ?ﬂLﬁﬁﬂllvlﬂﬂ]ﬂﬂ']Sﬂjﬂﬂuiﬂﬂigﬂﬂqﬂlcﬁﬁﬁuuu

h.

o o ! a = = 1 i
anbazilunsnay MG oy Jvneeynineglugae 3-10 lulaswas Sellanumgaui

o [~ =] e A o ) o o @ a o an o
il Ul hiduvesdsdame nlaegiundmsuasdut HPLC wszilvgiuiivnihdanii

U

< = Vo A
Wunsenavvweeynia 3, 5 uaz 10 lulaswas MduvewdsdanmezIiulasgiuily

@

apdiInANgannizUsa liniuew [10,2026,36] iewlSomivudaniiifidnyuziy

1

nsananuashiianvazgysie lduiveuniiviaeymaminu wudlugieszozusnvems

U

1
=

1Fauez I szd@nsamnamidonsu umialdauluszezinaineuiunazinis 149w

' 3 v v JdAg Yaa Aa w 1 " 1 o 2 9 Vo A
UDYUAI ‘W‘U?‘lﬂ@ﬂuu‘ni"ﬁ“ﬁﬂﬂ?ﬂﬂﬁﬂymxgﬂi'N"hJHuuﬂuL‘]cjuﬂ)ﬂﬁllﬂ]ﬁﬂﬂlﬂqgiﬁlﬂﬁﬂgﬂﬂﬂ

=] o 9 v | Aq Yaa Ao 3 A
VEHUANUANIDUNAY (backpressure) Q'\?N']ﬂﬂ?']ﬂcl‘lf"ﬁﬁﬂ'lﬂﬁﬁﬂym%Lﬂu‘l’liﬁﬂﬁll IHUBINAN

[

A { 1 1 ] o @ o 9 =1 [ [
Fanmndanvuzguseliviuewiamsuanint ideynialvuiaidnas anwdudoundy

& A d? " 9 a a @ o
(back pressure) JNALNINVU demalilszanTnmveineautanasiume [38]

412  dnvaglheveseymaddimndunnsdld

]
oy =

WFamAduns iz IdurIumssoudaeazunsefavuin 20 lulaswas (635 )

=1

HIUMIINgaINA 600 °C 1asIvIadIemaiin SEM aauaaslugii 4.2

EHT= 8.00kv WD= Bmm Signal A = SE1
Mag= 500X Scan Speed =6 Time :13:20:117
iR I v e A T R VS L. A
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EHT = 6.00kV WD= 8mm
Mag= 500X Scan Speed =6

) 1

Jif 42 nmuaaseymadamiimunsseudioazunsadiauiia 20 Tulaswas uaziums

HNQUMRN 600 °C

vInMsENgamgil 600 °C ilunan 2 ¥2Tus Taefidasimsiiuvegaumnaii 1.5 oaem

B - iy e 5 o
ADUIT (heating rate 1.5 °C/min) [33] YSuaun ldndaninmswivzanaunionianiiaves

dan

-y 1 4 o 0)
Ysnanowwn lesninmsdunsizidan lavldssuu lusad lumsniuquunineynia
Fama ldinannmshasordussninasazarslsnfoudana uaznialelasnansn uaz

3 o 4 & A -~ A A a g s ~t
ﬁT'ﬁl‘lﬂ'ﬁﬂ@uLﬂﬂ“ﬁ-IOO G]f\‘]k‘i.jHﬁ'ﬁﬂﬂ!kﬁ\?ﬁﬁﬁn"ﬂuﬂuﬂuul@@ﬂuﬂﬂlﬂﬂlﬂu%ﬂ“ﬂﬁﬁuﬁl’ﬂ

o

1 4 4 o | a 1 a
Tnssadauilumsngulelasmsuou demmsmnngumgiidnaniuansw lndvoms

QU

=2 a o 8 s & aa 3 o 9 w [
ﬁmﬁﬂﬁﬁN'Jﬂﬂ'Itllﬂuuﬂﬂ'ﬂ']'iﬂ@u"lﬂﬂ'ﬂﬂvl“ﬂﬂ “]Nﬂ']ﬁLN’}“BﬁﬂTﬂﬂuu']]l‘l]ﬁ'iTiwu'ﬁ&ﬂﬂ ODS

- | o W a [V~ '
wu wennnazlumsiiinasaaus e udrduilumsaany laaea lddndas [9,26, 33]
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413 AmnmInszendivessymadaimidunncild laelfinsesdamsnszoe

é’h&maaumﬂ (Light Scattering analyzer) A ﬂ»‘ialug Ui 4.3

it 43 manszoediveseymadamiidunsizd 14

103Ut 4.3 Foyadi IdnnmsAnyidinsnazateAIveseymaganmdsnnmums
' 9 ' ~ =Y a 9
Joudqonzunsauun 20 ulasiuns (635 w) wagkumsmniigumgil 600 °C lasly
nipaiamsnszaudvesoymn  nudiivinaeyniadaulng 3-10 lulaswas eynn
Famanlnyiduiuguinaogluge 455 lulaswas dmfueynindamuomi

asnddeminnldeulumaiia BPLC Suinaeymaegluaga 3, 5 uaz 10 lulasmas [10]
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o ™ d
414 AnmyilantuvesiadamidunnildlaslfimafinyiSad-nsuavledy

dunsamnlnsalnd (Fourier transform Infrared Spectroscopy; FT-IR)

40 -
|
30 A
= 20 1600 cm’ 200 mn*
980 cm
10 -
3500 cm’”
2 9 1
1100 cm
4000 3000 2000 1000

-1
i

3N 4.4 uaasanlna sy FT-IR vasoumiadan

a a ' 7w a aa o =) 4 d a
lumsAwmnegnnyanduuuingan i laeldmatianiGos- namaesudusls-

samilaInsalndl Tae3swsouwdlu KBr dise 1 TmunandeonTus lug (ker) 1danasus

ni é A o ' =) t:i. o @ o d?‘
Lmﬂﬂugﬂm 4.4 BINATWUIVOULD UM IAANAULTINTIAYAIU (37, 38, 39, 40]

I-

|

- AAUAAY 3500 cm” AAINMITULVVTAUDINUTE O-H

=

- M@vAAN 1600 cm | AAYIANITTULVVIDVDINUTE O-H

D.

=)

- N UadY 1100 cm’ AATIANITTUVDA Si-0-Si

h.

D-

YA 980 cm | Lﬁﬂi]'lﬂﬂ'liﬁutmﬂﬁ’e)‘ilﬂ-ilﬁu'ﬁﬁ Si-OH

=b.

- P@UAAY 800 cm’ NNIINNITTUVDY Si-O
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{ d
4.1.5 Tanafsvesdaimnsomevlasliinieuendisd AvursnIndines (X-ray

diffractometer; XRD)

o

JUn 45 alnnsu XRD veseymaganiidunsizd 14

o . v o A o [~ {
nnelnasi XRD 317 4.5 wuha)nesy XRD Hanvmuzilufiafindng (board peak)
T an = o d =aa o [ 1
uaasnFami latidnyws Inssadaludanodugiu (amorphous silica) HAIDINFHILMS

TouALAzINTIVLIA 20 TuTAsuas (635 W) uazAumsEnigavgil 600 °C [33,35]

4 da d
4.1.6 Wuiiiezvnagnuiiduanneild aneseulau1d3% Bravaver Emmett-

Teller (BET method)
HaN13A52980U 1AeT Bravaver Emmett Teller (BET method) 14 1o Iaman

[ i 1 o A o o'y @ 1 '
ﬂﬁllﬁﬂ\ﬂugﬂﬁ 4.6 ‘W'U'J'i'ﬂHﬂ?ﬂ"]fﬁﬂﬂ’]ﬁﬂlﬂ??ﬁ’fngljﬁﬁ\Wﬂuﬂ"l'ii@uﬁ'r]ﬂﬂifllﬂiﬂ‘uu']ﬂ 20

=

" k4 v
luTasiuas (635 wa) uaziumswguygi 600 °C HRuURAN 52N 127079 mYg uas

U

4 Aawu &

1nnTNUR 4.7 Tvwagngudssina 18 A $ai35erium Taihdamliguauiadenan

]
s

Y
fanldfuslaogiuiidmsumaiia HPLC [3,4,6] svuuuasiama [10]



it 4.6 loTmney

pesorption Dvilay 1 §celyl

e | oyl

Los.

DRG0, I0ET D.20%% UL 3IAd pog2dB 0.5EAY DLE284 0.733 0.53Va 9

Lo

A

'
=

n

SR3FE 1,043

Relative Préssure, 7 Po

v ¢ o g o
ulﬂﬁnﬂﬂ’i'iu@ﬂ“ﬂ’f]ﬁ’ij (adsorb) AZA¥DIVY (desorb) Llﬂﬁllujﬂiaﬂu

v

a aa A o ¥
Uuﬂ?“ﬁﬂﬂ?ﬂﬁﬂﬂ?‘mﬁeﬁlﬂ

L

i,

=

LBe2E

6299

L8315

B985 o

.3857

]

BJH Descrption Ouwilog i

b.-g
e
o 5a 240 S0 2000
L90 10Go

Tore Mianster [A)

g‘llﬁ 4.7 BJI desorption DV (log d) polt
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I T v o el e o .
LZLJBL‘JJEEJ‘]JWIU?JWH‘V]N’JLLFI%‘UU‘]WUENE“W‘;‘M WUNTANTNINMTATUWNUNHNIUDUNINULDS

9
=

[
NI ﬁwmamwmm:muﬂmmwwmﬂ

B

= 1 1 an A Vv
Huagngunainganinmso 14

Fan1 uaziunszuIums ianudouiuanareiu guidnuuzdanmlumemsduansly

m'ﬁwﬁ 4.1[36]

M99 4.1 UAPINAANYIIZNIINENINVBIFAN (HPLC grade) [36]

3

da

Fan WUNA?  vagwgu
m’/ g A
LiChrosorb" 100 300 100
LiChrospher” 100 420 100
ProntoSIL 60 450 60
ProntoSIL 120 300 120
ProntoSIL 200 150 300
Nucleosil” 100 350 100
Partisil” 350 80.5
Hypersil® 100 300 100
Hypersil® 300 90 300
Symmetry® 335 100
Kromasil” 340 100
uBondapak ' 330 100
YMCPro' 330 125
Platinum' 210 100
Resolve 200 90
Water Spherisorb® 200 30
Inertsil” 320 150

Delta-Pak'" 100 300 100
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o n‘ an d'u dll 9 d’l d d
417 angeuaNuuIgnivessyMmaFamndunnzldlaelinieuendisdvlg-

d d
ootsaaun minlnslines (X-ray Fluorescene Spectrometer; XRF)
n ¥ [V - =3 1 an A Yt
HAaN17§33980U lﬂﬂ’ﬂﬂ{lllﬁﬂﬂuﬁ'ﬁ?ﬂ‘ﬂ 4.2 ﬂzmuﬂ’tﬂ‘ﬁﬁﬂTﬂﬂﬁmi13‘}‘ﬂﬂll

s

=y = A A . = =} A =4
ANNVTENTF AD U Si0, 83 99.97 % uazrlasduUz LN 0.10 %

ti o d o aa o e P = o
MINN 4.2 Lﬂﬂil“ﬁuﬁﬂ]@&“ﬂﬂﬂjﬁﬂ\‘]ﬂ']ﬂ']ﬂNTV]ﬂqﬂ-!ﬂQfﬁ 600 C

Si0, (%) ALO, (%) Fe,0, (%) Etc. (%)

99:97 = - 0.10

118 SnedmiSinamgihidodudamiedusaineuilanman e

ailnInsiined (Inductively Coupled Plasma Mass Spectrometer; ICP-MS)

d' 9 d‘ =) =1 ar aa 9/ d‘j
Wﬁﬂqﬂﬂﬂllﬁﬂ\ﬂuﬂ'lﬁ'lﬂﬂ 4.3 15eumeuny FanIM19NI5AT Yo Zorbax Rx-

= '

SIL ANWUTENTNI 99.995 % ualTuuniguuediangeily Tanududugnilueynia
aa A a 3 ao dy - élv 1 =3 - =Y = [ s

Famwsow ldanauddvil Taveiludlou wu man ogliflon mda uay daned dana
= 1 = Y oA o a a9 Y = 3 a 4
WuremsTnazd 14 Ao Tansunaridaoiunamsdszneudideunuasndsansiing ey
Wy o Yo AN Yy A o ﬂdc}d . = a s v i O '
la i lvdiai 14 awung Gansuzdluiiafiings (ailing) tazdwilusgiifion lnszdquny

a a ]

Y d%’ = Y 3| a fg} o 3 aa - o _q ¥ e a
1%a1u’aﬁuuwum°ﬂam i]&:‘ﬂﬂ?mﬁmwmmaﬂuﬂmmmu PNUUTANTINISHIY Ilcﬁﬁ'l'ﬂill

a

= 9/ = =

) @ a < o
maia HPLC Tednalinauusanige Taommwizazi ¥ luswdmszvarsiminwauas

q

" 14
A o

TINUVIYI[10]
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ﬂi a (ﬁy an - v ¢ o o
mann 4.3 PSnasgludleulugamiaivgueunia lasszun luraanasihnism

Nguugil 600 °C uAzFANINIINITAT Zorbax Rx-SIL [10]

s SamAwsonld  Fammensiide
(mg/kg) Zorbax RxSIL
(mg/kg)

Na 0.27 10

Mg 0.08 4

Al 0.36 1.3

Ca 0.16 2

Cr <0.001 -

Mn < 0.0002 =

Fe <0.03 3

Co 0.001 »

Ni 0.01 -

Cu <0.02 =

Zn 0.09 1

Sr 0.00

Mo < 0.0004 -

Cd 0.002 -

Sn 0.08 =

Ba 0.07 =

Pb < 0.007 %3

= ¢ |a P cﬂy an 9 =Y
vuwma MinTenlTnusgnUuilenludanives Zobax Rx-SIL lnalsimaiin

ICP-ASE/MS [5] :agilinnududutioond 1 ppm Wiawisoasaony 1d
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4.2 MINTIVABUAMAN YU VOITANUNBATIWUSLAY TMCS Hag ODS

4.2.1 annmiFinamiflaaveaunfiFamngnadraiuseiy TMCS (silica-TMCS)

v 1
42.1.1 fawmfTinamy leaven (Si-oH) yuNumITEmMAadefused TMCS

L}
o

¥
ATIN 1 uag adiusyaseh 2 AremaiiaySos-nimaresy surisaaalaTnsaln o1fe
HanMsrEioy (Attennuated Total Reflection, ATR) ldeailnasudsnaaslugilh 4.3
- b L) é 1 { o s d‘
wWisuWsufualnasuveusad ATR uag #am deldarshzdnsasasiauazinioliifu

L}
108 ATR NARSIAhAMIATIvIA

5.1
3.1
2.1
_ N.cell ATR

1.1 - W, Fam
o1 - 1. Silica-100% TMCS A5 1

3. Silica-100% TMCS 599 2
-0.9 T I | I i I

4000.00  3500.00 3000.00 2500.00 2000.00 1500.00 1000.00

51U 4.8 ulnaSy FT-IR 404 1ad ATR (1) $an (¥) Silica-TMCS a3 19WUs2ATHN 1 (A)
v v ]
Silica-TMCS a5 19W U5 F1A599 2 (9)
s :{ =1 =] ] A ql.' =1 o (Y] ss.y
nnanaiuglin 48 n v uag A wwmuNNduUsRIRIUNmTBUAY ATl
~ A Y & ] QU
- N@YAAU 3500 cm” INAAMITULLLBAVBINUTY O-H
- A 1 oA y o
- NRYAAY 1600 cm HANMITULLNDYDINUTY O-H
- A 1A y " .
- N@vYAAU 1100 cm” HAINMSAUUBY Si-O-Si
- NEURAU 980 cm " ARIINNMITULULNDYDINUFY Si-OH
- MUAaY 800 cm” NAINMITUYBS Si-O [37, 38, 39, 40]
+ g o 2 ! A a4
Azl 4.8 v uay a szlifafiuauL Ao Anunau 2992 -2846 cm™” Hufia

: ' = A g e o
NNMITULLLEAYRIN - CH, ¥83 TMCS uagfinunadu 980 cm” 1AnnnmIduuuseves
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s . v -!y a aa & = £ A 9
WUSY Si-OH vesny lyauoanuiumdamlaeass Feszlianuduasauileosnngnadie
WUTZAU TMCS [37] uave TR nsanmsaaaanionie lvesny laanusaiaundu 3500

P

1 ]
1AL 1600 cm T WILA1A219TNANLTY Aoz dinanemIiurSoanasuednyuziaf

o ] ; Y 1w
mammu"lmﬂmﬂu

42.12 WAaMIATIVAOUMITUATIZHBANAY Silica-TMCS AemAtia TGA
11 Silica-TMCS winEMsaounaameauas % carbon loading Aaemaiin

TGA 18 e TG dauaaslugali 4.9

99
97
95

93

91

. ¥an

L
o

89 - %, Silica-100% TMCS AFaN 1

¥
o

87 - f1. Silica-100% TMCS A% 2

8 9T T T ¥ 171

54 123 228 330 433 534 634 733 B34 936

’ L1
Ui 4.9 nsmluaaunesyl TG ves #an (n) Silica-TMCS o319 usEATIN 1 (V)

v 9 1
Silica-TMCS @5 19WUTE F1ATIN 2 (A)

Hannnatia TGA Ml lddeyadosas Iﬂﬂ‘lf'lﬂﬁﬂ“ﬁfliyﬁ’lﬂ (% Weight loss)
lusaegungil 248-1000 °C ¥e4 Silice-TMCS ad1auszadedl 1 uag 2 mn%;gnf:ﬁﬂﬁ
ANSOAUIUNT % carbond loading 1@ Fefiaurdy 5.72 uaz 5.76 % mud e wazaunn
aavmlSinamslsaeauuiufdamiichoiuse fu T™Mes Tasszua1d fauns

Tumanuan v, wdy 3.35 x 10° Tuademsamns
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4.2.2 WANINTIVADLAMUANYULYDY Silica-ODS
[ L ]
42.1.1 msfnumyileiduvesdinmiigaadieiuszdae ops asei 1 uaz
L3 : 3 { ) A T Ll H
afreiuszdnaieh 2 Arematia FT-IR 35 ATR Falunisnaaeuldarsdredisuazniely

L} 1
Wuad ATR ynaseiivhnsaseda danlnafudanslugali 4.10

5 pren
4 _W
3 -l
2 —
. cell ATR
1 V. Fam
¥ '

- . Silica-100% ODS AT 1

4. Silica-100% ODS f59% 2
*1 [ [ I | I f

4,000 3,500 3,000 2,500 2,000 1,500 1,000

il 9y
U 4.10 erialnasy FT-IR ves wad ATR (1) 38, (v) Silica-ODS a19%Use A59N 1 (A)

v v
Silica-ODS a3 19Wuse ASIN 2 (9)

[ [ T td
MNgUN 4.10 calnasu n v uae a Sanlnasudumisavsduimilousu dail
L 4 4 oa p "
- MAYATU 3500 cm” A INAITULLLEAYRWIUTE O-H
{ A - — ﬂ" W
- MaYAdY 1600 cm” HANNMTTUILLIDYDINUTE O-H

] A . o v
- fevndu 1100 cm HANATTUVDY Si-O-Si

- TavAdy 980 cm” HANIANMTTULVVIOUDINUTE Si-OH
4 4
- fpvna

.

1 800 cm™ 1RAINMITTUYBA Si-O [37, 38, 39, 40]

udalnesy v uag A SRaRLEIN Ao Tioundy 2992 2846 cm” BuRnninnsdy
WUVBAYOINY - CH, LAz finuadn 1350-1460 om” z"i'luwmmmsf‘f'“mmmammmg -CH,
1Az -CH, [34] Y84 ODS unzfilauaay 980 cm’ AA9IAMIFULLLIDYBINUSE S-OH Vo4
wylsaueauufiufingam fanuduanasdofoufumlnasuvesdan udaudyl

anauAAUE 9N UTL A8 TMCS [4, 46]
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42.12 HWANISASIADUMITUATIEY Silica-ODS Arematin TGA

100

95

90

85

n. %an‘] -kn""--. "'-'-‘-_,\.__ e ———— e ———t— P

% Silica-100% ODS 547 1
75 & J
. Silica-100% ODS AFa# 2

70

65 | | [ | [ [ | I |

54 123 228 330 433 534 634 733 834 936

] ¥ '
g 411 naluermanesyl TG ves §8n1 (n) Silica-ODS A59M 1 (¥) Silica-ODS
v 9/ ]
a$anUsE $1A590 2 (A)
9 1

A e, { {7} @
Woas9aousann ldnnmsadeiusedig oDS asedl 1 uay a31enuse

Y 4
o

d1aaft 2 frumatia TGA 1ol TG saaneluguil 4.11 ilW18Teyadesas Tnoimin
figaymie (% Weight loss) Tugregmmgi 248-1000 °C W31 % carbond loading adef 1 oz 2
WINY 15.61 LAz 1573 % Awswy %wni’l’ﬂn“aﬁ fnaSamy lsaneauuitii
Silica-ODS Tavlszan Iy 3.28 x 10” luTas Tuademsamas GEmafuiaduans
Tumawuan 4.)
4.2.3 ATIVABUAMANYMEVDY Silica-ODS fitlameiidedh (end capping) @28 TMCS
ilovhnsadiafiuszdindae ops 4 2 af uazTaawitdesls §as TMes afedi 1
wazinasnaeugudnuuzdemaiin FT-IR 3% ATR delumsnageuldasdndis
uazindelfiiumad ATR noasefimsnsieia Sweraalugiil 412 () unzasaeiaday
wailn TGA Idinesdl TG fuwandlugldl 413 (v nnhnhliTamefidels ddae
T™CS p%aft 2 inzATIARLgMAnEMEAImATia FT-IR 35 ATR fuaaclugiil 4.12 (@)

uaz asrviadaumaiin TGA lAmesi TG Awenslugilf 4.13 (a)
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5 e
4 _AM
3 —
2 e
__ f.cellATR
17 . Fan
0 - . Silica-100% ODS a3i 2 UatlatefioelaT™MCS
24
AFIN 1
<1 | 1 | I | |

4,000 3,500 3,000 2,500 2,000 1,500 1,000

14

] Y
UM 412 aunasu FT-IR ve9 1ad ATR (n) §aM (¥) Silica-ODS 319 U5 91 2 A
] Y v L 14 ]
waz Uaarefdoelr asen 1 (A) Silica-ODS a3 19WusEE 2 s Lar Jalated

9y
dealr asean 2 Q)

100 e

95 _\ -ﬁ\

85 o
—
80 . Fam
75 v. Silica-100% ODS a53f 2 Tatarefiiee 1 TMCS afsii 1
it . Silica-100% ODS Assi 2 VaaefdealaTMCS adsii 2
65 I [ I [ | | [ [ |

54 123 228 330 433 534 634 733 834 936

v 1) Fd
U 413 namluananesv TG vee #im () Silica-ODS Atz 2 A5 waziladane
v 3 [) 9 ¥ v
el afen 1 (v) Silica-ODS ¥ RUTEd 2 Ase uazdavaefidess

b ]
A3 2 (A)
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o

o TMEs - adheiuseumy lvaeauufiuingam nndoyanesil TG Ui
4.9 ﬂ.ﬁWUBm‘%caﬂmHIMthlﬁ1ﬁU5J696uazﬁﬁﬁﬁaﬁﬁgﬂﬂiﬂﬂﬂqw(mwkm:awemg@
A28 TMCS Wi 3.35 x 10° Tuademsawns 33amaduanslunaman ..

du1l5u1m 0DS e raiuse Ay lea e AU URUAITAN AN %  carbon loading
A 15.73 % ﬁﬁuﬁﬁaﬁgﬂmamquﬁm ODS 1My 3.28 x 10° Tuasoms1uwas 35

furmaaaad luMAKLIN 3.

v
v

3 Y J Aa A Y 1w -8 "
vmu 1A WunAn lignasoungudls oDs dy 3.02x 10° Tuadesmsiauas

L'

4 3/ o = P 9/ Y 1 o di) da A
Fadpahmsiladawiidesh A T™Mes Tinua urannmisnaass uazdnnuiiuiiiign

ATOUAQUAIY TMCS 110U 2.60 x 10° Tuaden1s1auns Issuiudauanslumanion q.
-~ A PR W o = 8 '
Yeraaning lyaeaimiouas lignaseuagquils 2.76 x 10° Tuademsawns

& < a 1 w
aungiienan wsz Tuanaves obs Wuluwananluglnnungny dsuanasly

a

P 2 w 9 9/ w [ 1 =1 & L} Y a W
51.]1’1 4.14 iN“Llﬂ“l]’.]']dﬂ'l‘il‘iﬂﬁi”lﬁwuﬁﬁﬂlﬂﬁ TMCS ﬂ‘lJ'l’TﬂJvl"lfﬂ'l‘l-Ji'Jﬁ‘VIM?}E)@EJ ‘l’lﬂﬁmﬂ‘wuﬁ$

E
= o
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Typical mesopore

ODS or TMCS |
attachedtothe .~
silica surface |

Micropore blocked
by bond phase

31 415 namamsathaiuszvesleauealugniuvesddn [11]
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mAn Scanning Electron Microscope (SEM)
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1 1 ¥ ]
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1 T 1 8
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NadadasAouIf @IuABAUIYBINIINITA HIQSIl C18 W5 wm (150 x 4.6 mm i.d.) USulaau
1 N 9

oa31M 3 Iaveulmafeuiifall 0.1, 0.2, 0.3, 0.4, 0.5, 0.7, 0.9, 0.95, 1.0, 1.05, 1.1, 1.3,

1.5, 2.0, uag 2.5 daaaasaeuin Usuminisda 1 lasans Aanuendu 254 wrluwns

b
] ! o o o a
ﬂmmmmmqwauwmﬂmwqyf] (H) ¥9anddo9noniu (muﬁm‘lumﬂwu’m R, LA ¥.
¥ 1

o o o 3 o ' 1 @ 19 n s
AINDIAV) UIlouan 1@El]Tﬂﬂ'liﬂ'm’]mM”IWﬁﬂﬂﬂ'i’]‘lﬂlﬁxﬂT]QﬂW H nuoniInig 1’1’Tﬁ 1ﬂﬂ'§'}“/‘]

G

= o o =
wInANneIAIuanIlugU 4.17

0.0034
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4 v d
4.3.1.2 NINLILANANDTVOIADALUYLIA 250 x 4.6 mm i.d.
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W1 A, Buaz C [15,19.47.49]
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WY B MILNTAuANNE1IY0IA05H (Longitudinal Molecular
diffusion) [15,16,18,36,49,50,51]
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i.d) (N) AeduInIon1d91nuIT0u11A 150 x 4.6 mm i.d. (V) LazvUIA

(250 x 4.6 mmi.d.) (A)
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43.3.1 ANNeNIluNTuen (Resolution, Ry)

1 < [~ 1A 9 1A
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=
491390 = IWHAY

1. ADSNIN1aNIM (HiQSIl 3.36 2.29 1.70
CI8W (150 x 4.6 mm i.d.)

2, podunin3on 140 nau 3.37 1.82 1.30
796 (150 x 4.6 mm i.d.)

3. peduiimson 1891097 5.40 3.35 2.54

98 (250 x 4.6 mm i.d.)

9/ 1 1w 1
1Ind0ya [15,16,48,49,50] A1A1 R, U0IaIHerN 1M1AY 1 uaraaiia
o & o Ye2 = WY A 4 o o g =
aoINATuUENENIINALIADI 98 % uazdn 2% azldfafimumerty Tadlunisueni
Y] o = d a = 1 1
vouivlduay awsohunldluaudumsiinnefidaliunald uad r, T > 1.5 waag
' o 1 d = ! 1o
Niiaresfiagnuunoennniu ldedisauyial nndoyaiuaasluaisiahi 45 wudm g,
o o A A aw dy 1 3
YBINBAWINIMIAT HAZADAVINIATONINNUITOT YUIA 250 x 4.6 mm i.d. TAIWINND
4 ' o i d 1 o .
L5 Gauanad apaudanusonenaisiay laedeauysel dauneduivuia 150 x 4.6 mm i.d,
" = ¢'{ F= | 1 1 S = 1 = (7]
A1 Ry W0INIFUADURAIWINAD 1.5 sndumsuonvosfinaesfinszniaummaudsy -
S a AN Va1 T ow 2 v 1 oA vd 1 by @ =
Wila i lalAumny 1.3 duieondt 1.5 uaaii ldnuinndi 1 Fadmfumamaiialasunin-

nslveusumAna lduazamnsorih )14 lumsmseiiFalsna'ld (49,501

H4
o

9 = 1 a £ =1 9 av o
ﬂ?ﬂﬂ]@&lﬂﬁiuﬂﬁ%‘iﬂ 4.5 llﬂﬂﬂ'.ﬂﬂ‘E’)ﬁl]lé“i’lm'iﬂllllﬂflnﬂ-ﬂu'ﬂﬂﬂu 12

vinadanuansnlumsuonléa

4

4.3.3.2 urnapIAINY (capacity factor, k) [15,16,48]

=1

I~ 1 Y ] o 1 ' P ' @ ) Ya
Wumhuaaslimaunmsdiedugnuituniivregluasaini 14a

1
%

~ & o A VoA 7 A = '
LWUQCLW VUENTINTHYN ‘ﬂ%ﬁ)ﬁﬂﬂﬂ“ﬁﬁ@ﬂq k ﬂ@@&ﬂﬂiZﬂﬂﬂﬂl@ﬁLﬂﬂ&ﬂaauﬂ meWﬁﬂgﬂU‘Vl

2

@ daa ) ' = = v ) Y a o '
ABRNUNUA k g4 LLﬁﬂ\‘i’HﬁﬁgﬂUﬂmuU’Joluﬂilﬁilu 1aa amna k VBIRdanNnEnIgny

11999 1-10 [15,16,48] #aMINATRUADANINI 3 ¥l aunsamiuann kK 18 GEf1uius



100

9/ [ ' 3 [ g 1 1 [ T
uaaslumanuIn a.) waznndeyanuig kK vesns 3 aedul daulualimeglugie 1-10
4 ' 9 ' — 9 o Y Y o ) S et
Fauaaees lagnniaaniior Bluneduil 188 Aroszeznaiuandiany daiugena 1
= 3 1 3 w d w | i = =1
ATUEAAATUL A1 K UDINI 3 Adud aauaaaluaisieh 4.6 usendu K veafinasafia
1 =Y [ W 4 v
£HINYTIFANVIUUGY YBIADANUNIINITAT HiQsil C18 W 5 um (150 x 4.6 mm i.d.) a1
1 e & 9 1 g/ [ ' 1 ¥ / r ﬂ'c; = a:g aw qa:
A 0.84 A9ENI1 1 INVBYAAINGIEAIN A1 K vpsnoauinwIoutiuluauidens

o 4 1 w ¢
2 YHIA NﬂWLLWﬂMBSﬂ'JHJﬂﬁﬂ??ﬂﬂﬁMUJJWﬁSﬂ?u

E
o =

1 1 = 4 Y
M3190N 4.6 uannRdoLnnesnY (capacity factor, K) Y0anBANII 3 %]

Aundeurninen1aq (Capacity factor, k)

o d -
ABANY UM AN-LUUS Y Tuiifia-uunmau
-
WUGU-g 3190

1. ADANTNIIMIA (HIQSil 0.84 1.73 2.56
C18W (150 x 4.6 mm i.d.)

2. peduifimTonldnnam 1.79 3.60 5.38
799 (150 x 4.6 mm i.d.)

3. aedifimion 1dvnau 1.88 3.81 5.69

90 (250 x 4.6 mm i.d.)

4.3.3.3 ANUIUNIZIISI (selectivity, o)
[ 2 o VA
ANV UNIZLIZ S (selectivity, o ITUANLAAINIANUAINITDUDI
o - @ & @ 1 =S Y o 1 =Y @ Y 1 ow 3
laegriunlunmsgadunioazalediediemoayiia MAleudIriagngaty ldinune
(=1 1 @ = cg w 3 1 =2 dg 1 r 9/
Lifinnuuanaiadulunmsuenifavy dniua o Jadunisvenanuuanaiaveaninisaals
. =1 I=1 z§ o 9 n e - = a s ] v
(retention) VINATDINA ¥ 1vven ladszuulasu Inaswlilszdnsnmestals lunis
Qs ] asj (-7} 1 1 1 = d? W 1
LENAIBINNITBIDONIINAY TUMITUINAT oL 32ADITAILINATT 1 DI9ZNNISHENRATY B1A
Y U =l 1 o I A 5 s at d' =) :5 = 2 x
o UBIAMUTOMAY 1 UAAINNATIABINUAY 1H0991NNANIADINIAINTAG A (retention
time, t,) (11U [10,15,16]
1 ::{ 9 3 s P o a -
A1 o 11491774 3 Aedlas MM uIndsuaaslunaNLIn T 9. uay
U N { 1 r { = 1 g =4 §
1da1 o dauanalumsned 4.7 wuha o A 18TmMuInnI1 1 TuALEaIIeIHELENITaLen

o et | v dA a4 Yy aw A Ya ' v ¢ Y =

aﬂﬂﬂjﬂﬂu‘lﬂﬂ UafoaluUNnToy lﬂi]’]ﬂﬁWu'JﬂU Ala N 1@1]ﬂ1q@ﬂ'31ﬂ@ﬂﬂuﬂ7ﬂﬂ1§ﬂ’] RN
1 1 x:;ya/ o P —— o 1 ar o

LLEI iuﬂqﬁﬂﬂa’ﬂﬂﬁqﬁﬂfzuuﬂﬂﬂ@'ﬂlJuﬁL@]SfJflJllﬁﬁﬂ'ﬂ?ﬁ]?LW']é‘iL%WZ%QN’]ﬂﬂ'ﬂ‘ﬂﬂﬁNHﬂ?ﬂ

)
N3N
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MINN 4.7 LAAIRIRTIANNTUNIZIIZI (selectivity, o) AINNVAVLINTVOINA (peak

¥
@ o w =Y
asymmetry, A ) VOIADANUNI 3 ¥UA

: " 1 4
fh!ﬂaﬂﬂﬁl"lﬂﬂ']lﬂ'lzli]‘lzﬁﬁ ATANHTNNIATUDINA
snin (selectivity, o) (peak symetry, A)
= A )~ =) = = iG]
HHAMAH-IUHYH ‘luﬂua—uuwmnu IUHYH HHNNIAH 11]?!1&'51
1. AediN1eMaf (HiQsil 2.06 1.48 1.00 1.17 113

CI18W (150 x 4.6 mm i.d.)
2. aeduifiasunldainam 2.01 1.49 1.00 1.00 104
290 (150 x 4.6 mm i.d.)
3. noduifinTon 18 nam 2.03 1.49 1.13 1.08 1.17

390 (250 x 4.6 mm i.d.)

4334 ANNTUIIATUBINA (peak asymmetry, A )

1 I~ a \ o
MANNANNIATYDINA (peak asymmetry, A) 1HumMTIameInUMs

v

Trtlovesiin wiolduenhifinausnasvie liaunnas &1 A, < 1.2 naaahiiai 1dazidluiia
s A2 1.2 uaashiind 18 ufiai luaunasidnuazduma s, 8, 91 i A, vea
aodud 3 wila GEdmaadwaaslumann g.) duaaslunsed 47 vindeyanuiim A,
YoImIazMBIIATIULAas yIATineae uiUnd 3 vila Fonuafismoond) 12 uaag

o 0’3 a A A
ADAUUNI 3 G]ﬂ«!ﬂﬁ’]uﬁlﬁalkﬂﬂﬁ']jllﬁwgnqllﬂa']mﬁ'lJlJ’]ﬂ5

4.4 AnnzvimBnannududuvssmnmsuamuealumanldussimia @)

[52]
4.4.1 NARPUANUTUNRUSITUTY (linearity)

o w da . & a i '
ANUFVHUTIFUTY (linearity) ¥110D2 ANVAINTDVRITINAToUN 1HA MG

& o a @ 9 g Aq Y w T
NMINAaaaY G]NLﬂuﬁﬂ’ﬁ'J“LJIﬂﬁlﬁi\‘iﬂﬂﬂ'ﬂNLMNMU%‘D\?ﬁ’IS?’]i“}}Wﬂﬁ@UiHﬂ’]'E]EJ'N Havad

[N @ d a 9 aa 9/ 9 aa s = = s w 4 .
ANUFUNUSITUFUAR 3z ldnsiduase Alladuilsednianduiusg (Regression
= 2 T ot w 1 Y A [ o @ d a Y A
coefficient, R") @ch‘l«!!.ﬂmcﬂ‘ﬂﬂﬂilill 1@ AD 0.999 — 0.995 LAAINATINANMUTUNUTIFUTUI
F
= o

b4
[~ aw as Y a o G
anududuass Jusniseiiiinisnaaeufuneduiia 3 viia Tasl¥asazmemasgiu

Il ¥
WIS UBAINDD NAdNTU A19e §efl 0, 250, 500, 750, 1000 uaz 1250 lulasniudoe

]
aan

= = = = = o :’ g d'zu a an i =
Hanaas Usunsine 5 "lﬂmam (N1 3 A39) 'ﬂ'ﬂﬂﬁ']ﬂ'lihlﬁﬁ 0.7 ynanaiaalimn, e

-

' 1l FY 1 4
AdOUN Ao lNIuea-1 (100:0) A3793a7 254 i lwwas [52] wutmidudsedns
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o @ & | @ o
anduiuivoInswinasguildan aedminiensd HiQSl CISW ¥11A 150 x 4.6 mm

[ ol = aw .
id. uazaedNUMAToN1A9IN9IUTFe 2 WUIA 7D 150 X 4.6 mm i.d. AL 250 x 4.6 mm i.d.

"
=

WY 0.9992 , 09997 uaz 0.9997 awddy Feoglunmaivensud Toyaitlduaaly
31971 4.8 az JUR 424 nswlaumadunsswesnnudiusiFaduveats 3 nodund fo
y=27577x,y =27377x Lag y=28163x AINMAL

M9 4.8 YoyadmiumanasansanuduiusiFaduvesnsuaaiuen (0-1250

luTasnSudeiianans), AoduimanIsA1 HiQSil C18W ¥uIa 150 x

4.6 mm i.d.)
1. ARdNIMaNIA (HIQSIl 2. nedniaSenldoinam 3. pefniinIenidoinans
C18W (150 x 4.6 mm i.d.) 30u (150 x 4.6 mm i.d.) 398 (250 x 4.6 mm Ld.)
o & - & e &
anududy 2 K '“§ = = '“§ "= = 'ﬂé
ag g £ & 3 e g £ g 3
(Naaniume = wz -ug e sz ug = Tz g
fanans) & -z = -z = -z
0 0 0 0 0 0 0 0 0 0
250 2.69 7261561 726602 1.95 7161840 7100279 3.07 7332072 7350458
2.69 7266042 1.95 7275848 3.07 7480829
2.69 7272205 1.95 6863149 3.07 7385474
500 2.69 13524692 1460787 1.95 12893828 13785166 3.06 13586615 14228097
2.69 14166744 1.94 13867947 3.07 14595463
2.69 14490925 1.95 13593724 3.07 14101943
750 2.67 21452567 21139082 1.94% 20857906 20799374 3.071 20663871 21168618
2.67 21089997 1.949 20640777 3.07 21374949
2.07 20874684 1.549 20899440 3.069 21467043
1000 268 26398091 27639523 195 27275378 27468939 3.07 28163588 28359653
2.69 28700701 1.95 27394581 3.07 27515089
2.69 27319778 1.95 27736860 3.07 25600284
1250 2.68 33570983 33964081 1.95 31796581 338990438 3.07 34416776 34889441
2.68 34750279 1.95 33050221 3.08 35571415

2.68 33570983 1.95 36850342 3.07 34686134




40000000

30000000

Area

20000000
10000000
0

40000000

30000000
Area

20000000

16000000

0

40000000 7

30000000
Area
20000000

10000006~

0
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y =27577x

R’ =0.9992

200 400 600 800 1000 1200 1400

a _ aa

anududu (ulnsnfudeiinddng
()]
y=27377x

R’ =0.9997

200 400 600 800 1000 1200 1400

o aa

v ¥ -
AVHUY (WaDNTUADUDDEANT)

)

y = 28163x
R’=0.9997

200 400 600 800 1000 1200 1400
dNtu @ndnTudediadang)

()

ﬂ; o :u g a
JuN 424 aslanudniutiFuduresansazaionaI U I Iee e Amdudy

[ 1 & Aaa { s 4
0-1250 Tulnsnsureiiaaans 1 ldnnnoduiiniensd HIQSH C18W v

Y I'd { =1 =
150 x 4.6 mm i.d. (n) AeduMmIonldnnauide 2 aue A

150 x 4.6 mm i.d. () 250 x 4.6 mm i.d. (A1)
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4.4.2 FoBazMIAUNGY (% Recovery)

T
=)

o ' = ~ 1 = a L4
ﬂTs"nﬂﬁ@‘umamwmwmiwimmimi1ﬁu1wz@13ammﬂw (analyte) 1u

v
=

USurn

i @ U k4 " [%
FAnniuouasludr0019 (spiked sample) 1d111M1308A2MIAUNGY (% Recovery)

[~ A A 9 9 A 1 = o & =ic1y o
WuisnlanadounnugnAseniondmunsiu (accuracy) Tunisiinsied aaluiiegiinms
= g a ar " = = q'
WATIHMUTIIRMIT I Iuea 1u 79819 2 wila Ao o1aa lusanlie (i) uas o1aa
THussmle @ v AiRumsazaisnnsgIums s Iuea (spiked sample)

o o o '3 3 =y ) '3 = .

MININAADUAUNDANUNT 3 ¥1ia A0 ABAVUNIIMIA HIQSIl C18W Y11A

. o da A - 5
150 x 4.6 mm 1.d. smxﬂaanummaﬂﬁ 2 YUIA AD 150 x 4.6 mm i.d. 1182 250 x 4.6 mm 1.d.
9/ =] v w v o da 3/ ) cy 3 9 2 o al Y VoW

l¥anzmilaunuiunaaounnudunusiFadu ¥ie 3 ase Tosazmsaunsduild sy
95.78, 98.04 LA 98.76% MNAIAY Aduaralunisei 4.8 Avdwaudwaaslunianuin 3.)

A r ‘:!I. s
Feog lunasinoousn 14 (98-105%)

4 a o = a '
MmN 4.9 uaasdoyamsiasizivlSnamsmuealudiesseanldussmila

W) oz A1¥oraznsAUATY (% Recovery)

v, A X da
ANAABNHNNA

1 a4 A Aa v A W
, ANNRENUNAA % SomazmInundy
s [} 1 -
nodNY o v aa fhedwen @) + msazane
feehae (M) (%Recovery)
WIATFIHNITUBAINDD
1. AOAMINIINIIA (HIQSIl 17556327 20981242 95.78

CI18W (150 x 4.6 mm i.d.)

2. Aedmifimion 1dnneu 16559967 20390918 98.04
298 (150 x 4.6 mm i.d.)

3. ediinionIdanau 17573730 21429711 98.76

[

398 (250 x 4.6 mm i.d.)

4.43 NATOUANUITIEY (Precision)
= . g v oA = Yy @ < o
AUNGY (Precision) Wuauanstennulnddosiuvosramsnagoun
2 ! & ¥ a Yy S d b or
ninareudmateais Tasm lilszdiu lddeanlesidudanioauuinas giudusing
(% Relative Standard Deviation, % RSD) nadoylag faa13asa1ouasgiumIyainea
“ Vv
Anututy 750 Taansudefiadans 917 sy 1¥an1iznisnaasumieusunageu
@ @ Jda @ o 3 = w d 9/ . =
ANUAUHUTITURY AUADALINI 3 ¥ia AD ADTUITNIINITAT HIQSIl CISW Y1IA 150 X 4.6
v dal . . '
mm i.d. uazAoaNuN@ToN]A 2 YuIA AD 150 x 4.6 mm id. UAZ 250 x 4.6 mm i.d WU %
RSD AldAY 1.05, 1.31 uag 1.51 mudidy Gimiswnaduaasluniasuin =) Joya

w H 3 a ~ 9y Y i
MINATDUAUAAIINAITIIN 4.10 MnuYsziiuanuies aols Horwitz equation A
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[ [

Horrat N IA1WIAY 1.18, 1.47 wag 1.70 muddu Gimsmuradaaasluniamuin «1.) a1i
=

9 g 1 = 1 o @ g/ v @ Ze 9/ S A - L]
vlﬂ‘u’@ﬂﬂ'ﬂ2 ﬂmagiummmmamﬂﬂ me’gmafmummstm"Lﬂmmm’mﬂummmmag

de e
Tutnamna

i § o a
ﬂ'lfN'ﬁ 4.10 Llﬁ'ﬁQ%ﬂﬂ&ﬁﬂ?iﬂﬂﬂﬂﬂﬂ?’mlﬁﬂﬁ (Precision) Y949A9AUH 3 ¥UA

o
Aundenuiinn
w d
nedNY DEMBNIATHIUMITUYMNOOATINYNYU 750 % RSD  Horrat

a oA w ' a aa : :J
HAANIUADNAAANT V17 A

1. ADAINIINIM (HiQSil 21232829 1.05 1.18
CI8W (150 x 4.6 mm i.d.)

2. peduifinionldanau 20877033 131 1.47
390 (150 x 4.6 mm i.d.)

3. aeduifimIonldanan 21261277 1.51 1.70

299 (250 x 4.6 mm i.d.)




4.4.4 Tasmninunsumsnlslumuiaiesazmsaundy (% Recovery) Haz

ANNNE (Precision)

4.4.4.1 ﬁ'ﬂymsTﬂmﬂmmﬁmmmsazmammgmmmwmaa

ANty 750 lulasnsuseiianans

0.0
o]
(EE
.40
0.0

0.20
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71 425 TnsanTnunsuvesansazaanasgiumsuaamoannududy 750y lasnsuae

a aa o . . . . @ da
uanang ‘Uﬁ)ﬁﬂ@ﬁilﬂ‘ HiQSi C18W 1119 150 x 4.6 mm i.d. (N) ADAUUNIA

1891911398 2 ¥11A A9 150 x 4.6 mm i.d. () 250 x 4.6 mm i.d. ()
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o a s a
4.4.4.2 'ﬂﬂ'};lﬂégiﬂﬁlnimuﬂﬁllﬂ']ﬁ'JL'F]315‘5?’71’?‘]ﬂ31ﬂmﬁ’]5ﬁ3ﬁ’]ﬂw'ﬁ'}L“Iﬁﬂ’lil'i]ﬁﬁlufﬂ

an ldussmnla @)

e 1{1
= L
\
4
4] | !
FRES |
3:(1 “i
oo | b
E1- - IR g a—yo j — \"""3 R = ]
IO T "R RO " I RAR"" REEY IR S BT~ AR AT
Mo
(m
] 3
3
080 5
It
[
o804 I |
i
7 a0 ' \
] J \'\_
| N
o i, S
o A 180 200 | 260 | 300 3 abd wed | aod | s | ecd
Mnutes.
)
am; é
o scé ["\
o mé ‘]
] [\
2 °] f \
o :«:LE f \
L= | \
4 I
s g "
1od 2cd 3cd | dod | sod 200 700 aco
Minutes
0]

g 426 TasinTnunsumisdmsimilSnamsmauaavealugaaldussmnla
(#¥7) vosnadurl HIQSil C18W 1A 150 x 4.6 mm 1.d. (1) ABTUIITIAS o

1A11n913T8 2 V1A AD 150 x 4.6 mm i.d. (1) 250 x 4.6 mm i.d. (A)
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o = L3 a
4443 ﬁﬂ‘hlﬂ!gjﬂ5ll"II":’]LLﬂ‘S?Jﬂ’]‘i’JLﬂ'ﬂ&’T‘iﬂ?ﬂiﬂ1mﬁ13ﬂ$ﬁqﬂw13TL"ﬁﬁ'IﬂJﬂﬂ

Tueaaldussmmba @il ifumsazmonasgumsusaIuea (spiked sample)

(v)
] ]
DTDT 8
E =]
0.20 [ 3
o 1
o] |\
? o] A
u,:o.g J \_\‘
nn:é | ».\
1 / N
0.6 . P —
U B T e P el Rl P Ehi F BLCh s 7= A
(f)

Ci = 'S o
31 427 TassnTnunsumsTnnzilSmamsmneaivoa lusaa lHussimila
o i, oA a o o
(vl NANTITASDIWWIATTIUWITUFAINDD (spiked sample) VDIADAUU
v e o
HiQSil CI8W UU19 150 x 4.6 mm i.d. (0) ADANLMATon td91na1uId

2 YUIAAD 150 x 4.6 mm i.d. (V) 250 x 4.6 mm i.d. (8)

4.4.5 nageuMNUTNYINGTNNYINA 150 1 4.6 mm id.

[ a3 o o g1 ¥ A £ g
“Hmmﬂmsmmﬂmﬂaamu"h“lmzvummuamﬁunm 1 w\ou °]NL‘JJ‘H?$“UU
4 ™ S w v o o
Hugui ldvesmsnusnuneding Silica-0DS H3e C-18 udninnasedeuivasazals

WIATTINHAN 4 3iiA ABET AN IUNANYTIFE iuFY uuwmau uaz 1ulida Ay
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3/ a a ow I A aa o 4 — a aa
Wud 0.02, 3.00, 0.50 waz 0.06 Tadnsuasiaaaas awdsy 1madoud 1.00 Tadaas
i AT a a o & oy o A o
aoun Usuaslumsia 1 lulasaas GE13 a59) Aanveaau 254 W luwas Su
ar r's 1 H -
ADAUUVUIA 150 x 4.6 mm id. lAAundoraInmsnsld ) veamsazmomasgiu 4 wiia
' o o o at { .:5 1 t:i =
N 136, 3.80, 6.26 1ag 8.67 MuMAY Awaaslugli 428 Feaunde (1) ANV
¥ { (=4 1o
asazawunspuaaunounazny A ussuymsazatowniuea Ay 1.36, 3.80, 6.26
Haz 8.67 MUAAU
9 g a 2 d a ' o o o N Y
VINVBYAILHUI MTAUATIZHNIFAIATI Ao neunsziAunoduyl I luszuumuniyea
] Y A A o v & a )
waziy B luszuummiueauu 1 dow diothasdinindinnzisuasazaiemasgiunay
= 1 1 9/ :3 =Y " 1 Y s 3 d’! T £
4 wia wuhawansald () vesasie 4 wila lluanarasy duiude lusins 19
s o= <3 @ @ 9/ 9/ T = [ s o 9
AoauusansonusauInedus lussvuwniueald wuderduneau c-18 nanmsén
a'lal
[¥] v Jdelag w
4.4.6 TnsninunsuvesmImIazmBNIFIUNEN NageuiunedNiuT M
Tuszuummmueaiiy 1 Hou
n."L:« %
s |

|

i

LA

/
oo" " Tsbd T andd ' jopd |

DOz

=.
gl i

237-1:&
=E

™
\‘;e—um

\f_‘. %
"Tibo T T T2bd T sbod | 4bg | sod | 6od
Mindtes

()

—

0.00+

R -

|
|

0.06+

AU

0.04~

——

|
:
|
I
|
u
a
|
i
|

“>-5672

0.02-

RN

A
L e
200

358
3.801
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£
|
f

a
A L-\\% AN

e B e i e P o e R
Miredes.
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o )
' A
o /|
|
2 oo }' \ ]
o] 3 g ! \ /ﬁl\\
| ) ‘ \
. Lm__éf_.\ﬂ_ﬁ Lﬁ L.LA__
T T2 100 4 m 6o rod

(")
i @ P ao
U1 4.28 TasinInunsunedminiansmiinion 1dnam33e (150 x 4.6 mm i.d.)
3 o 0 ¥ 2 = & 4
nuine 1 lussuummiuea wil 1w Aamsasei 1 (n)

¥ ' ¥ "
AAMITATIN 2 (V) AAAITATIN 3 (A)

45 NANBUITULUMIVIIABHNY

w d g 4 1
UITINDANU YUIA 150 x 4.6 mm i.d. TDINTY Lﬁ@%ﬂﬁ@ﬂ?’iWﬂWﬂ'J"IﬂJ'q\ﬁfUENLWﬁWVIN
= 9/ A a o s 3 = i
nu (1) Taol¥anrizlumsnageumioudumsussgaeduingaf 1 A1 H v0amIuTI9

@ o r:f: H [ o o a o w
ADANUATIN 1 AT 2 1ND 0.00470 1AL 0.00498 cm MUFIAU TTMTAMINT a1y

1
=1

NANUHIN A. 'é'm"lmsllwa%mmmuﬂmmz:mmmm!mﬂﬁauﬁwhﬁ'n 0.40 uaz 0.35 Unaans
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12 .01 x18

j(281 44 - 3(35.50 ))}

¥
@

WUTWIUNUTENATOUARY (bonding coverage, o) 1IN 3.28 x 10° Tuade
A19191UAT

Bauarasdmauny leaueainnlfasodu obs sy 3.28 x 10° Tuadeasne-
1A
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MANUIN .

o x a2 Aan
msmmmmﬂ%mmwy‘lmmuaauuwummnm

ietlalmedesladae TMCS



130

el

dioidanasheiuseiu ops uaz Jadatewyieslidio TMCS wudim %
¥V
. 9 1 o o o [ gl s ' cu
carbon loading TAIMIAY 16.18 % @91l ualumsasiawuseszning ops /i 'loaiuean
4 a aa v d A s vow 02: o .
NUAIFAN IRIANTN % carbon loading 11171 15.73 % 11 111 39/IUIN % carbon loading

v99 TMCS & iy

% carbon loading Y99 TMCS = % carbon loading ¥94 U84 (ODS+TMCS) - (ODS)

I

% carbon loading Y84 TMCS 16.18 = 15.73 %

% carbon loading Y83 TMCS = 0.45%

e '
furnsmany lyaweavuiuAdamnnad §isody t™cs 14 Taoldgas

v
Tumsfulmaail [26, 35, 46]

% Cx 10 ©
% C

12 .011 n .S {100 - [—_———-—-J(M — 35 .5 }

12 <011 %7 &

Taofi o Swauiusziinseuagu (vonding coverage) (I s Tuadonisiamas)
% C % carbon loading 1AL 0.45 %
n,  Swauvesmiveusasuae 1 luavedlmawy midy 3 ozaou
s P m’/g NN 1270.79 m’/g
356 thminvesnneu

unuaralugas 9214

0.45 x10 °

o = =
12.01 x3x1270 .79 | 100 —[———'-------- (73 .12 - 35 .5)
12.01x3 )

i
@ o

WUIUIWUBENATOUAQN (bonding coverage, o) 1IN 2.60 x 107 THaRDAIT1S

w3 Jauaasdmuny laameaninl§seriu TMCS iy 2.60 x10° TuadenmNawas
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MANUIN N,

MIAMUIUM SIUIINANATNNGYE (The number of theoretical plate, N) AN

RUBIWANNNNGYE (HETP, H) uazdulsluaumsiaufiunes veansdanima

[
Jd o =

M3 HiQSil C18 W 5 um (150 x 4.6 mm i.d.) ¥539nedNtiATIN



132

] o o ' = [ o .
MmN 9.1 ﬂ']‘iﬂ'lu'lm'ﬂﬂ‘iWﬂﬁ]{lWﬁﬂUﬂTVIﬂEQ"ﬂNLWZﬂ‘ﬂ mmﬂanuumamiﬁw HiQSil C18 W

5 um 150 x 4.6 mm i.d.

CLERIE AINAY namsaely
a an v = v w{ﬁ.ﬂ H*
HARAATABHIN (Pressure) (retention time, t ) N*
- (cm) (cm) (cm)
Psi (W)
0.10 211.00 61.64 14.10 0.45 5438.47 0.00276
0.20 318.00 30.81 14.40 0.40 7179.84 0.00209
0.30 423.00 20.56 14.40 0.40 7179.84 0.00209
0.40 531.00 15.50 14.45 0.40 7229.79 0.00207
0.50 642.00 12.49 14.50 0.40 7279.97 0.00206
0.70 851.00 8.92 14.55 0.40 7330.20 0.00205
0.90 1057.00 6.97 14.70 0.40 7482.12 0.00205
0.95 1109.00 6.62 14.85 0.40 7635.59 0.00196
1.00 1165.00 6.30 15.35 0.40 8158.43 0.00183
1.05 1214.00 6.01 14.80 0.40 7584.26 0.00198
1.10 1272.00 3.75 14.85 0.40 7635.59 0.00196
1.30 1469.00 4.89 14.90 0.45 6073.55 0.00247
1.50 1671.00 4.26 15.00 0.45 6154.94 0.00244
2.00 2167.00 3.22 15.10 0.50 5052.70 0.00297
2.50 2625.00 2.61 15.35 0.53 4646.66 0.00323

N* Hgasaail 5 54| 2

V

L
2

2

H ., = Length of column /N, LIN
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o 1 = @
MINTUIVAUNDN A, B 1taz C 91NNTIMUIUANADS (Van deemter graph)

0.0034
0.0032 A
0.0030 A
0.0028 1
= 0.0026 A
0.0024 -
0.0022 A
0.0020 A

0.0018 1

0.0016 T

8M31717 112 (lowrate) mUmin

3 0.1 nswhonAueesnldnnaedininamsd HIQSICISW Sum (150 x 4.6 mm i.d.)

auMsAD Yy =y, +ae " +ex
coefficient
a=0.0020
b =3.2462
¢ = 0.0009
y,=0.0011
uAEUMIA x uag y faf
My =y, +ae " +ex o, (1)
PP ==hge ™ B0 iiiiinneesssmeannes (2)
fmuald y'=0
wld —bae™ +¢ =0
—bae™ =€ i 3)

unudulseanai 1dae ) luaumsi 3
(3.2162 }0.0020 Jp ~¢2162% — 0,0009
(0.00643 Ye “CHDY = 0.0009
e "CHBX - (13997
Ine CH9% =1n0.13997



-3.2162x =1n0.13997

unum x aeluaumsi 1
y =0.0011 +0.0020¢ ' 10,0009 (0.611)
y =1.93x107

—bx Ao o = d A B
MNAUMT Yy =y, +ae +cox WoMEUNUTNMSIIUANNDT AB Hf = A4 + — +Cx

X
y:y0+ae"’x s TN, (5)
H:A+£+Cx ..................... (6)
X

' Vv
Merumsn 5 mAuauns 6 s 1zaziiy

a B .
Py tEx = 4 —4C
e -
a B

b

e X
1 s a Fdo £y i o df 3 e
LL“V]H'F]']"U']ﬂﬁﬁJ‘JJE&ﬁ%‘ﬁ‘iflﬂ"l‘ﬂ'uﬂclﬂlﬂ LAyl x INMIATUIVIUDIAU ‘l]&’llﬂ

ax
B =
ebx
5 _ 0.0020x0.611
- e (3.2162)(0.611)
B =1.71x10""
Jaaq 19
H=1.93x10"7
A =0.0011 H=0.0011 + 27*107 5 0009
e | Fig 102 al |
C =0.0009
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MANUIN o.

MIMUINA SIHIUNANAIUNGYS (The number of theoretical plate, N)
MANNYIVRANANNNNG Y (HETP, H) uazdulsluaumsuufuned

999 Silica-ODS Ta3enlda1n911 98 (150 x 4.6 mm i.d.)



o o o J = o d
i Al ﬂ"lﬁﬂWH’JﬂJ’Bﬁlﬁ"Iﬂ']’i]’lﬁﬁﬂﬂﬂ'mf]’}ﬂ{,]‘lfiﬁmﬂ‘ﬂ VDIADANY 150 x 4.6 mm i.d.

[0)]

8n311na AU namanald
- v W, 1
UA[NTADUIN (Pressure) (retention time, t,) N*
- (cm) (cm) (cm)
Psi (HIN)
0.10 339.00 82.12 13:73 0.73 1965.94 0.00763
0.20 429.00 41.16 14.50 0.65 2756.93 0.00544
0.30 593.00 27.79 14.10 0.63 2774 .91 0.00540
0.35 670.00 2337 15.10 0.66 2900.01 0.00517
0.40 783.00 20.53 14.40 0.60 3191.04 0.00470
0.45 910.00 16.29 13.15 0.59 2752.29 0.00545
0.50 1108.00 13.49 13.35 0.60 2742.65 0.00547
0.70 1224.00 11.75 13.50 0.70 2061.00 0.00728
1.00 1779.00 8.67 14.00 0.80 1696.66 0.00884
1.30 2255.00 6.71 14.50 0.85 1612.27 0.00930
1.50 2574.00 5.83 14.55 0.90 1448.24 0.01036
1.80 3049.00 4.90 14.70 0.93 1384.45 0.01083

v
N* Ugnsaatl 5 54| 2

4

w

1
2

N 2

H, .. = Length of column /| N, LIN

o 1 -4
MIAUIUAUNDY A, B 11ag C 10T LIUALADS (Van deemter graph)

| 7 o o av
310 a 1. nslauRume i 1dnnaeduifims on 18117914350 (150 x 4.6 mm i.d.)

0.012

0.011 A1

0.010 A

0.009 1

T 0.008

0.007 +

0.006 A

0.005 A

0.004

0.0

0.5

1.0

1.5

8a9 M3 11a (flowrate) mmin

2.0
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auns Aoy =y, +ae ™ +cx

coefficient
a=0.0144
b =14.3099
¢ =0.0043
y, = 0.0037
UATUAITHIA x LaE y af
N Yy =y, +ae ™ +ex i, (1)
y'==bae " +c .o, (2)
Amuald y' =0
v ld —bae™ +¢ =0
el = R, (3)

unuadualseansn das ) luaumsi 3
(14.3099 Y0.0144 ) ~14399% — 0 0043
(0.206)e ~U439X - g 0043 -~

g ~4IWNX _ 1y 401

Ine 439 ~ 1n0.021
-14.3099x =1n0.021

LNUAT x adluaunsh 1

¥y =0.0037 +0.0144 ¢ 1O 10,0043 (0.270)
y =5.16x10"

bx

= 4 o 2 <A B
NNAUNMT Yy =y, +ae +ox WaMgUNUTUMTIIUANNADI AD H = A4 + — +Cx

X
y=y0+ae"”‘ oL — (5)
T N (6)
X

4
o

T eunsh s mduaums 6 ims1znziy

a B
Yo ¥ 7 Few =4 4— +lxy
e™ x
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a _B
e bx X
unumandulszansisimualiu uava x inmsmuandesdy 1wl
) ax
B = e bx
_0.0144 x 0.270
B = e (14.3099 )(0.270)
B=0.82x10"
ERGEIAERY
H=5.165107
} 4
A =0.0037 H = 00037 +_O'82x—10+0_0043x
B =0.82x10"" -
C =0.0043




w

HNANUHIN %,
MIMUIUA SIIMNANMINNGYE (The number of theoretical plate, N)
MANNFIVOANANMINGBE (HETP, H) uazdunlsluaumsinuiuned

w d H X"
YeINBANY Silica-ODS Miasan1aa1na11398 250 x 4.6 mm i.d.

(o}



o o @ v .
MINN Y. 1 ﬂ"lﬁﬂ']u'ﬂmﬂ@]ﬁ’]ﬂ’]ﬁul‘ﬁaﬂﬂﬂ”l“VTﬂ‘Hg}Tl’NLWﬁﬂ VBINDAUY 250 x 4.6 mm 1.d.

140

831 1va AINAH nmmingly
A _an T ! v W(D.S) H*
yaaanineum (Pressure) (retention time, t,) N*
- (em) (em) (em)
Psi (HM)
0.20 688.00 69.58 14.75 0.60 3348.05 0.00746
0.25 826.00 56.49 15.30 0.61 3485.24 0.00717
0.30 954.00 46.55 14.90 0.56 3921.99 0.00640
0.35 1047.00 39.47 14.80 0.56 3869.52 0.00650
0.40 1138.00 35.05 14.85 0.58 3631.67 0.00688
0.45 1309.00 31.23 14.90 0.59 3533.21 0.00708
0.50 1472.00 28.22 14.90 0.59 3533.28 0.00710
0.70 1892.00 19.94 14.93 0.59 3545.24 0.00705
0.90 1393.00 15.61 14.85 0.59 3509.61 0.00712
1.00 2637.00 14.09 13.40 0.60 2763.23 0.00905
1.10 2879.00 12.81 13.35 0.60 2742.64 0.00091
1.20 3098.00 11.73 13.10 0.60 2640.89 0.000922

Vv
N* figasaall 5,54

H

min

o ' 4
MIAIUAUNDN A,B uaz C 1NN IMLINANADS (Van deemter graph

o ot I aw .
JUN ¥ 1. ashiudumesi ldnnnedinifmTon 14010911350 (250 x 4.6 mmi.d.)

14

w

2

W=

= Length of column | N ;LIN

HETP

0.0095

0.0090

0.0085 1

0.0080 1

0.0075 A

0.0070 4

0.0065 1

0.0060

0.0

0.2 0.4

8M31M7 112 (lowrate) mU/min

0.6
ml/min

0.8

1.0



VNAUMST Yy =y, tae

bx

fmmﬁﬁay =y, tae " +ecx

coefficient
a=0.0072
b =5.6989
c =0.0042
¥, = 0.0043

3
UATUNIHIAT x LA y AT

My =y, +ae " +ex (1)
P'=mble ™ HC oereeeeaeererrrneen, (2)
Mnuald y' =0
wld —bae™ +¢ =0
—bae™ =¢ ..o, (3)

unumdulszans ldas 1y luaunsi 3

(5.6989 }0.0072 e "% = 0.0042
(0.0410)e ~C#%)¥ = 09,0042

B -(5.6989)% _ 0.102

Ine "9 —1n0.102
-5.6989x =1n0.102

UNUAT X B IUANNTN 1

y =0.0043 +0.0072¢ ¥4 10,0042 (0.401)

y =6.72x10°

bx

N O - SERE  <+

H:A+£+Cx ..................... (6)

X

9 c:{ 1w :j
Bl“ﬂf’fl]ﬂﬁ“ﬂ 5IMNUTUNTT 6 INT1ERSUY

a B
g & —hER = i 0%
e X

y [ =t -4 B
Bopex diefsuduaumsuiuduees do H = A4 + — + Cx

141



a

H|ba

e bx

d
o

' 5/
unumnndulszansndivualiun uaga x vnnsaulaudesdy 1¢'ld

ax

B = e bx
0.0072x0.102

B = (5.6989 )(0.102)

e
B =4.11x10""
Yeaglldn
H=672x10"

B -4
4 =0.0043 i =0.0043 + 210 6 0042«
B=411x10" X
C =0.0042




HNANUIN L.

MIMUINAINNNENIOIUMIUEN (Resolution, R)
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l:ly =) ugj = 4 ] v d
ﬂ’J']ﬂJfT'liJ'lﬁﬂcLuﬂﬁLLUﬂﬁ'liu %zé’fmwmsmma:aznammimﬁ@umuﬂaauu o

3 o Y v s 1 o " g
anunhavesianades muam ldnnssezvisduszniedumisaegegavosfinisdeamis

] Ed "’ 1
Meanunimdsvesiiansaes Tavldgas g - 20 =) Aauaaalugli @.1 uaz Ard

Wy +W,)

Tslunisdnmdaaalunisan a1

)
A

Detector Response

time (min)

314 2.1 uaasTasinInunsulumsswaamanummso lumsuen

= "

o 'ﬂTﬂ'J"I?Jﬂ’lflJﬁﬂcLuﬂ'IﬂLUﬂ
A Y = A =
o L?ﬁ?%@\?ﬂﬁﬂﬂq'ﬁlﬂﬂ"ﬂﬂﬂ 1 (W)

- v A ~
o £361%63ﬂ13ﬂ013%@QWﬁﬂ 2 (‘L!’WI)

v
=} o oA

A ¥ =t
A9 ANUNINVBINAN 1 (WALUAT)

-~ oA

A Y P
A9 ANUNINUDINAN 2 (UDAUNT)



MINA %, 1 1aadIMsAIINnuEN5a luMIUena1TazaIeIIATTIUAAY 43150

LY LUWmMaY uaz Juilida anudud 0.02, 3.00, 0.50 uaz 0.06 Taan3y
' a aa [ = Y3 . .
dediafansveenoaud 3 vila Ao AodUIINIINIAT HIQSIl C18 W Spm

o s A aw
YUIA 150 x 4.6 mm i.d. AeANLNWToN TAININITBVLIA 150 X 4.6 mm i.d.

1ag 250 x 4.6 mm i.d

y9¥a - wudu IWHTU - iunmaY unrimidu - Tuililia
nodu fund Fund Ainde

bt W W, R b G W, W, Rt ot W, W, R
LadwinnensM 180 331 040 050 336 331 491 050 090 229 491 640 085 090 170
(HiQSil C18W
(150 x 4.6 mmi.d.)
2. podi s on 136 380 055 090 337 380 626 090 180 1.82 626 867 180 190 130
1899 350
(150 x 4.6 mmi.d.)
3. ﬂaﬁﬂﬁﬁlﬂgUU 2.16 6.21 0.60 0.90 5.40 6.21 10.40 0.90 1.60 3.35 10.40 14.46 1.60 1.60 2.54

n ¥ a
A9 1n9m3ve

(250 x 4.6 mm i.d.)




MANUIN 8.

msfIamvianesA1uY (capacity factor, k)

146



147

3 y / [~ oA Y ' o '
UWARBIAINNY (capacity factor; k) ilumfuaaslinsiwiaisdiodiagn
' ~ i o Y YA A [} [ 3/ o 5 F
wihanieregluaednl lddiivela vaziimauen s ldsnnandignazaeldoglu
2 a4 A 1 = o dg Ya Y . .
mmafoui negnuirunierluasduiiido s 1dillua (corrected  retention  time,

3/ i 1 ] = P 4 - v i o o
(1, —14) MIdwnmvesasi lignriranilemsenaiwmadouimaouirmunadul

~ y a o f —.0 o
(r,) Tuitil fie msazaonasgu gadadwnlaoldges &' = £—2 Fuaaalugl
t

d.r T c:; M o [ c;
N 2. 1 uazimn g lunsaiuisaaad luaisan o.

=)

P
<

Detector Response

t0
A

time (min)

31 o1 uaaslasin Inuasulumssiuaaninaug

mafi o, 1 HEAIAINITAIIDUAAIABT AINUBIMNTAZ AINATTIUNEN §31F0 UGy
uunwniau uag Tuilida anududu 0.02, 3.00, 0.50 LAz 0.06 Tadnsuno
finddnsvenedu 3 ¥ia Ao ADAUITNIINIA HIQSIl C18 W Sum vi1A
150 x 4.6 mm i.d. nEdMTTAS 0w 149 1NNFTEUUIA 150 x 4.6 mm i.d. 1Az

250 x 4.6 mm i.d.

g31%a - lwnudiu NN - WA uunmau - lilila
v 4 oo vooa oA
Aot funde fundy fuade
! !
tﬂ tR k tﬂ tR k tn tR

I aedninensf (HiQSil  1.80 331 0.84 180 491 173 180 640
CI8W (150 x 4.6 mm i.d.)

2 podnifiedon®nen 136 380 179 136 626 360 136 8.67
90 (150 x 4.6 mm i.d.)

3oaodmifieionl®anas 216 621 1.88 216 1040 381 216 1446

399 (250 x 4.6 mm i.d.)




MANUIN .

MIAHIUATINTUNIZIIZ0N (Capacity factor, )
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14

ce: 9 1 o = kA
me'iﬂcmmmmmwmuwmm:m D aa=—

)
B

1 .4
k' Ao awlamosanuguesds A

' =) " o
ky Ao munamainiuguedds B

319N .1 LEASAINITAILIVAIINI UHIZINIL DS (selectivity, o )

U — uurimau uunmau - luifa
nodN Aunae Munde
kfruu&u kluumniu a kfuwnm‘a‘u k"lu'ﬂﬁn -
1. ADANUN1IMIAT (HiQSil 0.84 173 2.06 174 2.56 1.48
CI8W (150 x 4.6 mm i.d.)
2. AeduiinTonIdanau 1.79 360 2.01 3.60 5.38 1.49
790 (150 x 4.6 mm i.d.)
3. neduifiadon 1 e 1.88 381 203 381 569 149

290 (250 x 4.6 mm i.d.)
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MANUIN 4.

MIMUIUANNAUNIATVBINA (peak asymmetry, A )



= [ r.ls) [ dyd BC
ANUANNINTUDINA (peak asymetry, Ay A laeldgas dail Ao BC
CA

Aaaaslugla .1

Asymmetry Factor:

As = BC/CA

"""" 10% OF
_______ PEAK HEIGHT

— time (min)

161

3 9.1 uaasdnyzvesiinlumsfuinmnnuaumasvesiia

MINN .1 1aAIAINTMUINANUAUNIATVOINA YIMTALAILIIATTILNAY Y3 1F0

WUEY nuwmau waz luiiia anudutu 0.02 3.00, 0.50 1Az 0.06 Jaansa

1 A aa @ o a v Y " o &
ADUDDDATUDINDANY 3 BUA ’ﬁ@ ADANUNNINITAT HIQSII C18 W Sum YU1A

o o aw )
150 x 4.6 mm i.d. APANUNHIoN 1AINNUITOUUIR 150 x 4.6 mm i.d. 1A

250 x 4.6 mm i.d.

w d ] =
ADANH IUHGH HUHMIAY

Tuiliia

BC CA A,

BC CA A

1. ABANIMINTA (HIQSI 020 020 100 035 030 117
CI8W (150 x 4.6 mm i.d.)
2. nodnifimionldonen 040 040 100 080 080  1.00
796 (150 x 4.6 mm i.d.)
3. pedmifiason1dneu 045 040 143 065 060  1.08

398 (250 x 4.6 mm i.d.)

0.45 0.40 1.10

0.93 089 1.04

0.70 0.60 1.7

o

Mnema MHTUMIazaeaIgIy gnga lufaa A, mazdumsh ldgamidianiion

e

[ o«
(unretain) TuADANL



MANUIN §.

MIMuIsesasmMsAUNGD (% Recovery)
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MsMUINSBYATMIAUNTL (% Recovery) ﬁ'lmmmnqm

-C,)X100
Re cov ery (%) = (€, (é )X
3

C, 19 ANUTNTUVBIAI0E1INANATALANENINTTIY (spiked sample)
3/ o " i
C, Ao ANMUITNTUUDIAIDE1S (unspiked sample)

C, v AnududuveImTazmenIn FINNAY

M3 9.1 uaaafSuamsurmuoaludiotiseaaldussmiaa Gai) uaz

() AdNETALOMIATTIUNITULAINDA (spiked sample)

e Cl C2 C3
(lulnsndudensy)  Clulasndudensy)  (luTasniudensn)
1. ADAULINIINITAY (HIQSIl 1483658 901047 608307 95.78
CI8W (150 x 4.6 mm 1.d.)
2. Aedunws on'ldonau 1452457 856051 608307 98.04
) (150 x 4.6 mm i.d.)
3. peautmeas on'ldanau 1483847 883103 608307 98.76

390 (250 x 4.6 mm i.d.)
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MANUIN N,

o ¥ 4' -
M IANUIUATINNININGN (Precision)
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MIAUIUAIAUNGL (Precision) AIUINIINGAT

SD
%RSD =Tx100 ................... (I)
X
&
513
)? ﬁ'@ ﬂl’lmﬁﬂ‘ﬂaﬂﬂﬂﬂﬁ“}ﬂﬂﬁﬂﬂ
SD An AudouuuNIngJILYeINIINATOL

1 | v v J A 3
%RSD Ao AndeauuunnsgIudusims 7 1891MsnAaDe (Experimental

RSD)
—\2
A 1 oA (Z(xi _x) )
Tagi Andloauuinsgiuvesmsnaasy SD = R
n ey
= 1 9/ 1 1
x, A9 Awesdeyauaaz
s A ' a Y 3
x Ao Aundevesdeyanavua
9
n Ao Swaudoyanavua
m3dszitiuanuiios Iasly Horwitz eqution
RSD, =0.66x20-03%keC) )

%RSD, @o #1RSD minmsnadeuluiest§iiAnisiRety (Repeatability)
Sauily Predicted RSD

C Ao AmANududY

11181 RSD fidmaa Idenaumsh 1 unfleusua RSD 8 1uaa'ld mnaumsii 2 o

¥
¥ . . o 1 =1
ll@ Horwitz’ Ratio “rf?@ Horrat mﬁwmsm‘lﬂu

Expermenta | — RSD
Predicted - RSD

Horwitz's —ratio | Horrat =

% 1 o v d
AIDENITAIUIN Horrat ﬁ]'\ﬂ%’@y__ﬂ%ﬂﬂﬂ@ahuﬂ?ﬂﬂﬁﬁ’] HiQSil C18W (150 x 4.6

mm i.d.) Tua15199

1.05

Horwitz's —ratio | Horrat = —gg— =1.18
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i = ar o =
ﬂ'ITN'ﬁ g.1 LLﬁﬁ\?%’@ﬂq{ﬁﬂTﬁ‘Vlﬂﬂ'ﬂllﬂfﬂilwwﬁ (Precision) Y99ADANY 3 BUA

=

A A
ATRUANA (X ;)

My 1 Aoduinamsd (HiQsil 2. neduifwsonldonen 3. aeduiiiaSon 8o neu
CI8W (150 x 4.6 mm i.d.) 798 (150 x 4.6 mm i.d.) 390 (250 x 4.6 mm i.d.)
1 21452567 20857906 20663871
2 21089997 20640777 21374940
3 20874684 20899440 21467043
4 21067520 21460346 21232015
5 21400775 20907830 21700040
6 21441140 20643817 21231783
7 21303122 20929115 21159245
HATIN (3) 148629805 146339231 148828937
Aundo ¥ 21232829 20877033 21261277
SD 223912 273640 320625
% RSD 1.05 131 1.51

Horrat 1.18 1.47 1.70
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MANUIN A

o 1 = Y] J:{ = Y a o
NTTIATHIUAN ﬂ'J‘INQ’Q‘I!ENmanNTIE]‘H{,] (H) 'uaaﬂanuummwﬂﬂmmmnu

(150 x 4.6 mm i.d.) U539ARANIIATIH 2

o @ @ 3 a v d
MIiN N1 mimmmammﬁ"Iwanummyamuwam VDINDANY 150 x 4.6 mm i.d.
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v =
ﬂiiﬂﬂ@ﬁﬂuﬂﬁﬂ‘ﬂ
CERRILE AINAN naimnaly
a an v -l ¥ W(D.S) H*
HARAAIAOUIN (Pressure) (retention time, t.) N*
- (cm) (cm) (cm)
Psi ()
0.10 339.00 82.05 13.75 0.73 1965.94 0.00763
0.20 429.00 40.98 14.50 0.65 2756.93 0.00544
0.30 593.00 27.59 14.10 0.63 2774 .91 0.00541
0.35 670.00 23.18 1515 0.65 3009.90 0.00498
0.40 783.00 20.33 14.65 0.63 2995.23 0.00500
0.45 910.00 16.08 13.25 0.60 2701.30 0.00555
0.50 1108.00 13.28 13:25 0.63 2450.32 0.00612
0.70 1224.00 11.56 13.45 0.73 1880.18 0.00798
1.00 1779.00 8.46 14.15 0.85 1535.54 0.00977
1.30 2255.00 6.40 14.55 0.90 1448.24 0.01036
1.50 2574.00 5.52 14.55 0.93 1356.45 0.01105
1.80 3049.00 478 14.45 0.93 1337.66 0.01121

¥
N* Ugasaail 5.54) 2

%

w

M| =

2

H,., = Length of column /N ,LIN
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s Y

Usz Iagive

[ o

@ = a T & y w 4 o 4 ] o o
UNAMBUITAN JUSNY WNalloTuN 5 Funay w.1.2520 Asaviavounny d1se

=y = v a =1 a = o ar
msanulSyas Innmanstuda arvuni 11a01a3vunil ansInomans 31959

A o w a8
WYTYIINanIal lunssususgddus Tuil 2543

o

o A aw = J o
- WIHIOU WA 2543 — UNTIAU WA 2544 k[ﬁl%’]“r’l']ﬁ’!ﬂﬂijﬁﬂﬂl‘]ﬁlﬁ]iﬂu AT 1NA

) ] 'q 1 v 1 4 = 4 =
ludumiadwmihnfaselszaunumsiadunseeiomadiuSnemansvolnsemsGud

B

51115 1an (World Bank) Trinuumiinerde luilszmea'lne
- QUANRUT WA 2544 — woumAy WA 2545 Ahshauiinns Iihihonaaurs

o 1 4 @ a o ;L
dszmalng (lw) Tudwmuadmhnininemans (@andedng)

u

Llsuyo ~

AVININIUNUTENDA NN SUNADN

L]

- QUIBU WA 2545 — WOHAIAN WA 2546
Tang Ine $180 Tudumiainng

Y 2 1 o = [ = ar = = =

wianyre luszAvTygr In nangasinomansumituda arvuad oadl
a 4 a a o LY = as
WNTIEH) Madruail aazInnmeans doriuma TuTadnszeeunduhgunmsaiansz

e 0 =1 ' -3 q a

Tuilmisfinw 2546 Taolud) . 2547 uag 2548 Idvianaiudysernsdaenlusisin

a wa & a wa § a wa ) o v A =
Uguansnii hl dgiamsniidiosdy vazlfiansduai IddmindnulTygias

N
=

=) o = o’usj o =
NIsumanitazInmanisuili 1 uaz 2 aontiumaluTadwsyeewnduirnunms

19N T2



