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Thotsaphorn Chaloemsuwiwattanakan. (2015).development of micro-liquid chromato-
graphic method using synthetic monolithic material for analysis of organic
compounds. Master thesis. M.Sc. (Chemistry). Bangkok: Graduate School,
Srinakharinwirot University. Advisor Committee. Assoc. Prof. Dr. Weena Siangproh,

Dr. Patcharin Chaisuwan.

This work developed a micro-liquid chromatographic method with monolithic capillary
column for determination of iohexol in human serum, a marker for evaluation of glomerular
filtration rate. Four protein removal methods using perchloric acid, acetonitrile, zinc sulfate
and centrifuge membrane filter, have been investigated for analysis of serum samples. Zinc
sulfate was chosen as a reagent for sample pretreatment due to the complete protein
precipitation, simple procedure and low cost. The pretreated sample was analyzed by
injecting into a synthetic monolithic column polymerized from methacrylic acid and ethylene
dimethyacrylate. The mobile phase of 40:60 (v/v) 50 mM acetate buffer pH 5 : methanol was
selected as optimized and UV detection at the wavelength of 254 nanometer. Separation time
of 4 min was achieved. Calibration curve for iohexol was constructed in concentrations range
of 2 to 250 ug/ml (n=3). Good linearity with R® of 0.9997 was observed. Intra- and inter-day
precisions (% RSD) for peak area and retention time were less than 3%. The method was
successfully applied to serum samples (n=3) with percent recoveries from 102 to 104%. The
developed method is simple, rapid, precise and accurate with low sample and solvent

consumption.
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a

)

gnéies wludn azaon Mszazinalunisnsziidu ManseiBunniien warienldanely
N1FIATIZIAN
2. arungninasae s wmuaulilseyndldluntsnsadnnsasiiaatenla 15
1 4
ag19gnsiad
3. anunsot i iduuuanislunisimuiseren lunsdnszianstszinnaudae

watalasuinenslaasuanszaululangams deazidulanialinani19WmuI9IuA1unIg

e uaviiulanialiignawlalivdmalulatiaesnuell1dass



2

=)

un

o A/

LANAITHAZINUIFLNLALIUDY

T RldAnsn1saziriunalelaangas lusaasinemsy faeluluase

a dl o 61 o a = o a [ % | A
Lmﬂﬂmmmuummummum‘lﬁmm‘iwmwxlmmmm?muvl,u‘ﬂma ATATVINIAAINITAANRLLAS

v
va o Qo o a

Tutasdaninlalewan Be§Adelinuniussunssnuazaddeineadesnuiadiosne ) Al

k1l

1. laTawangaa
2. mARANIILAYTlalaEndas

3. manalasun I Waesanszsuluinsans

4. WIURTARDANT

1. lalawangdaa (iohexol)

lalaw@ngealdenian1sA1Aa omnipaque WAEHTENIULANAD 1-N,3-N-bis(2,3-

dihydroxypropyl) -5-[ N-( 2 ,3 -dihydroxypropyl) acetamido] -2 ,4 ,6 -triiodobenzene-1 ,3 -

P
1

dicarboxamide Hlassasnsasuansluninisznau® 1 Auaaluanaminiu 821.14 ludaLiadn

fautinun 1% 1un1990 GFR lunismasansaslsalsn Auluissad1animi

OH

A wdsznau 1 Taseas1saaslalaEnaas



1.1 AMANTANIIMLNIN
=l

Talawangeaddneuzilunsnanann lWanau aauaauivan 174-180 °C Han

ihan 892 °C axnsnaraelin luin HA1 pKa winiu 11.35 ganaulas1finn 254 wiluiwes

1.2 \NRMARUAAAS
o = v = =
nagarnni1san baleangeadinldluvaenides lelawangaaazinisnszans
Foatingndlilvindesdeszudnvaad lalewngeasrduatiullshulunanann (Heandn 2%)

aniulalaEnaasargnindnaanainnanasnlaanisnsasdiuninalugaatasdoulug) dies

dl o

dntleaviniungnindneannisuants deilszann 80-90% resfsunlelaanaeananazgn
dueanunnielu 24 49lus waziiaondndugeanluilaanas ludaTuausn
lunirAansngiaauda1aniaadlalaEngaa azninisan balawangaa iy
o R = T oy S 2 A 8 e o
ANANANTATINATILNHATANNAN LI ATTIATDINIINIZANYAD 22 WIT AINTIRATDINITUTNY
A9 2.1 T9lu9 LazN13aaTeFINATITIR 12.6 F21049 FH1I89N19NI LA Aaa9Ta9naaLily

165-270 RadARNIARNIANGY ANRALNITTURaNAIN 1A 120 RARAMNTARUIN Lazn1sTUaanann

$19NN8INLRAS 131 RAAAMTAAUIT

2. IMANANNSILATIZN
2.1 AsAnznlsunnaadlalaiandas
Insvmsn lEmatian1sdmanziuanawmatianlunisimmsitiunnaesdelaanges
1&wn mmﬁﬂimmimmﬁwmmm@ma‘muz@;q (HPLC), colorimetric method (Back SE. 1988:
825-829) , X-ray fluorescent spectrophotometry ( Xin G. 2000: 131-133) , capillary
electrophoresis ( Michael VR. 1996: 173-177) i @ ¢ inductively coupled plasma atomic
emission spectroscopy (Braselton WE. 1997: 1429-1435)

2.1.1 wadalasu1 s N 189ma 41370 UL g ATIATAAIN1TAANALLAS LW

aamslalaiam (HPLC-UV)
3% HPLC-UV daTidanuniigadmiunisfinssiiiunnes Telaian

a a o a g

~ adaa = s A4
pijal Lu‘ﬂ\‘i@’mLﬂu’lﬁmﬁ\lﬂﬁ‘?&’&%ﬁﬂﬂ‘wﬂ’]ﬁ‘LLEIﬂ’Qj\‘i WNNZALNNTIATIZRANIN N AL senaudUg Rl

v
o

11 WANANLAZIEEN Aatudan ATz lumsnviTatiaa s Inawmatia HPLC nalfianiazd

|
b



wsnzanazlsngiinresivasslelnueiveslalangea lunainuansneiu nisAiuaninisdy

aanvadlalaanaaaguirnaaninsyaulalaangealunanaiiaintalaiwasinaaiialdlunns

o o d} aHa o ¥
ATUILENNINTTTUReN UFN10LU89N1INIZANY WAZATNTIANITAALFR LA

nnsAzsiBunlalaEnaaadoamailn HPLC An13wWmuiatinematiiag

A o 6 o dl d‘d‘ dl o v 1 o dl a A
uazMaaauidiumainaaunnvainvate M lENAuLanaA1iuluE aglse@nsnannig

Az AU Aauandlunige 1

AN 1 nnsaassiBunslalaangealaalbmaiin HPLC-UV

ARANIT WaLARaUN LOD  dagponaidindy  Adean F198
(ug/ml) Rl Eatar] AFIA
(pg/mi) (W)
ODS2 Luna H,O : MeOH 2 2-100 6,7 V. Meucci
column C18 et al. (2004).
puBondapak H,O:ACN 6 10-750 56 Rohit S. Soman;
Cc18 et al. (2005).
Supelco 0.1%Trifluoroacetic 1 5-40 12.2,12. Don Farthing;
dicoveryC18 acid H,0:MeOH 5 et al. (2005).
polymeric H,O : MeOH 0.44 0.44-657 M S. De Baere;
PLRP-S C18 9.1,10.3 et al. (2012).
dicoveryC18 95% MeOH/5% 12(pg/L) 23.6-755 Andrew Slack;
H,0/0.1%TFA pH 2.2 (ug/L) 45,48 et al. (2014).




2. 1. 2 High-performance liquid chromatography-tandem mass spectrometry

(HPLC-MS/MS)

High-performance liquid chromatography-tandem mass spectrometry

p =

(HPLC-MS/MS) gnldlunisdmsvsitinnsleleiangea 1935n190NdenndIndnT5eu | Ae

Tinani1s9Aszinuaugn uazilaaugniesgy 1He9ann mass spectrometry WumANANIg

o o | i~ a a R
Glﬁ"m')m/]@’]LWWZ?L@’]‘ZQ\?[?]@“HH’]@IQJL@Q@ LAaZNITTLNIUTNaNanAANAsiRatuluFA a9 aglit

o dld o 1 o [ % dl g Yo 14 v a °
DEUNUNNAITHNATNNIZNITIAIATINIAD U LLIFINV;]’]EL“]]@WEIQ\? LAZABNNITHNAITNTNUITY AN

A19714 2 Nseszsiunnlalaangealaaldmatian HPLC-MS

ABANIT WALARDUTN FaapdNdun  AnaAs §19849
AT 20
(ug/ml) (W)
Zorbax Eclipse  H,0:MeOH/2mM 0.5-1500 s Soo-Youn Lee;
XDB-C8 ammonium acetate et al. (20006).
Zorbax Eclipse  0.1% formic acid in 0.02-9.7 10.2 M.C. Denis; et
XDB-C18 H,O : ACN al. (2008).
Phenomenex 50mM Formate 0.27-0.59(pg/L) 13 Francesco B.;
Gemini C18 buffer in H,O/CAN et al. (2008).

Oasis HLB 5-  0.1% formic acid in

um H,O/ACN

2.5-1000

Thomas M; et

al. (2009).
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2.1.3 Capillary electrophoresis (CE)

Capillary electrophoresis tumaiia il lunnsinszdiiunule

Tagngaalunandsn Michael VR wazmAnsy (Michael VR. 1996: 173-177) 11 matiatilunng

v
o

Annzifiunnlelawnges wuddumatiaidnazilfignieadunasiumaiia HPLC Bnvi

0% I

a ay aA v v o a L8 dl el v
WwAUA CE \‘lll‘ll'ﬂﬁﬂﬂllllﬁl@ﬂiﬁﬁﬂ@ﬂ\liﬂuﬂqﬁ‘qLﬂ?’]%ﬂ Lﬂ?‘ﬂ\iLL@tﬂﬂﬂﬁ‘mﬁ\lﬁ"]ﬂ’]gﬂ 1Haanlunng

v
o 6

iAsziduNdnATA HPLC wiazsiadldiainasindavndiunyganan

aJ)

2.1.4 Inductively coupled plasma atomic emission spectrophotometry
Braselton ba AW & (Braselton WE. 1997: 1429-1435) TAd1wmAda

=

inductively coupled plasma atomic emission spectrophotometry ¥17aU3u104 laTe A lu

1 v
[ %

Tuanaveslelaangea lelahuazgninfincineianan 178.276 ualuimmns T935HEIAaMad

° A A Ny a -
ﬂqqﬂmqu’]mweLULﬂ?@\ill@ LbATH munusluﬂq?() Lﬂ?qwﬂ@]\‘]

= Q

3. wmatlalasunInns Wuasualszaululnsans (u-LC)
tAsunInnsWeeaviaaseaululasans (u- Liquid Chromatography, p-LC) 111
a dl [ a v a [~3 A dl a o 6 o
WmARANWAWINIAINWMATA HPLC TiRaunalanas lnganauiavisailasuntingesnadauiang
uanalunndszneud 2.2 waztFunnesansy i lunsanszitiesas Tauannisaeamnaia p-
LC azidaunuiuwmailn HPLC Aauandnssznau lnaed A uuanfNea89n1InNIzanesii
104817 luda0na N FanInaned (stationary phase) wazindLAaaud (mobile phase) T4as
wANGTWILe AL TATNATINUA T AANTANIAANLBIANT AAUAIINUANFAINTUTDINIINUIY

= o gy | = & A o o = = P
@QVI’]IMINLZ\]QZ\]?J@QZQ’]?LLB‘I@%?]H@Lﬂ@@lﬁ/}@@ﬂll']@'mﬂ'ﬂ@ﬁ\lueﬁ\iUﬁ"i"ﬂLW’Nﬂ\‘m TwannuanmAeniu

(retention time)
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AnsEney 2 NMWnaFeLINELIUNATBIARANIIUTZUL p-LC WAz HPLC : (A) maaniluuy
W38IL89 PEEK nano-flow p-LC 2141A100 pm i.d. x 5 cm, (B) paRuILLILA® C-18 PEEK
capillary y-LC 441A 75 pm i.d. x 25 cm , (C) ﬂﬂa‘“uﬁuuuﬁyﬂ C-8 stainless steel p-LC
2%1m 1 mmi.d. x 10 cm, (D) ﬂﬂﬁs\lﬁLLuuﬁyﬂ reversed-phase stainless steel 1141 4.6

mm i.d. x 25 cm Mi3zUU HPLC WULAILAN

31 : Danilo Corradini. (2011)

p-LC WluwmalantinnslEiuunsvans Gaaseelesiupdafussuy HPLC S9a1u130an

wils981a1n9z U HPLC wuuastAnld anuisndszgndldluntsimseilivainuans

1 v

LAY HPLC waddannlaataundimnaiin HPLC uwuuaddy lusunisldinanlunng

[ %

Fased MHisunuansiaatinanazatsazanaiiaaasndiannan A§adsauauldfias i

watia p-LC luszendldlunisimezyt asuandlumise 3



F1979 3 fantisudsanszandlfinaiia p-LC

12

1 Uszinnsinating ARANY Fiamsadn £1984
2004 T1lshu monolithic poly(BMA-co- uv Dean Lee; et al.
EDMA) (2004).
2004 Chiral & amino acid Ristocetin A bonded to 3.5um uv Anna-Maria
silica packed (10 cmx1 mm Piccinini; et al.
1.D.) (2004).
2004 alpha-bisabolol in Zorbax SB C18(150 mmx0.5 ESI-MS Luigi Perbellini.; et
human blood mm i.d., 5um) al. (2004).
2007 ceramide hypercarb 150x0.53 mm ELSD Aur’elie Hazotte.;
et al. (2007).
2009 low- and high- Monolithic poly(1,2-bis(p- uv Andreas
molecular-weight vinylphenyl)ethane (BVPE)) Greiderer; et al.
compounds (2009).
2014 PAHSs, alkylphenones, monolithic poly(AOD-co- uv Qiangian Duan;

T3mu

EDMA)

et al. (2014).




13

52Ul p-LC Usznaufion iawnaeui, LATaegL, injector, ABANI, AaRIIAdH WAYITLIL

Tunnuaseugaaslunindsznay 3

ELRIE )

‘ ]
H-pump _"('(’f:cm’:)\ AIRTIATA
e e ¢ /
B \¥—J nlasaadand

‘ i C B A
a H
CLERPERLERN £
5

TAnuanTATIzd

nwisenau 3 VL@@WLLT]':TN‘IJ@\‘]?SUU u-LC

o

3.1 mIam (injector)
o [ £ dl o o 1 %
FoRnviautinnlunnsaauaniuinsuazinansdaatineraamaadnlilunszuanis
J . & 3 . - kel B wony

Tanaaandaun agluaundsseninatuuarpeaniiinasfiosaunsonuusenlfiga injector
Tumafia p-LC Aanldandauuy 6-port MulaanisandnsfaeeneluanieAnn s load 19
a1559e19 41 101U loop audN N an 1M uALFNIATIR941 T8 19 NRBIN1TRA LEININT
. - - P 41 P YK v e .
dsunisaalaeinislfuiianianisuaairfeunazazanssinatinanat Ty loop Wingdaoanil

Tunsuen Aawandlninisznau 4

Fosition A Position B
FROM IMRUECTOR FROM INECTOR

AMALYTIZAL AMALYTICAL
COLUT COLUMN

(=1 — L (= —
CETECTOR 4 CETECTOR
tu
VENT! g VENT! o
YWASTE _/KT WASTE r |
— F—
FRECOLUMM + ERECOLUMM +
CaRRIER! CARRIER
MOEILE PHASE MOBILE PHASE

AMNLIENAL 4 9TULNNININIUIBINFILLL 6-port

=D
z
i)

. http://www.vici.com/support/app/app2.php


http://www.vici.com/support/app/app2.php
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3.2 il@LAaaufl (mobile phase)

wanaaui iy HPLC nunadsdaiiazanailuadingsruuatiesaiilaginann

L
a o

ansararessetndngrednid ArsiipNLIqnEgelsAandaasty wazlinndgizeniy
dy oy o
wansd (padud) famsadn wazansiifeenisuanauinfiansiifesnisuanidasuanim e
dl dl % o A
waaunananylsly 2 ansouzhe
1. Isocratic elution 1flun3ld ansazaneiievasdlsznauimaalunisazanssing | aen
AABANY
2. Gradient elution {lun1sldansazateninniiuiliesdsznauszassing o aanan

ARAN TUNNIZTUNITLENANTUAILTRANT AINAIN190 I UN19 RS UATH I T LN AR

FINNAUNIN

3.3 Lﬂ“‘;mgu (pump)
LA3a341 (pump) Andinguasamadndadunainaaunilnadinliluaednd uay
Sne1amsanigiualimef 11 syringe pump, reciprocating pistal pump wa ¢ constant
dl a dl k24 o dlol k% = & a
pressure pump @4 lunALia u-HPLC Fefiasnisdnsnisluanan anafiasilgilnaniiasulunig

andnsnisinaainiasesgu Walilddnsnisluanaindnliaaninaedrsesguluseuy HPLC

inm

3.4 ARANT (column)

e

Tuwmedia p-HPLC Renldmeanid 3 Uszinnuan A open tubular Foflunadud
wuuvieidafivlansiiindeufiiuiavie uazuu packed Usznaufanimansfizasudeussqas
d’ ' = ] = a a IS P o
el aeluusarszinniiaoneindnelunisszenuazlss@naninniglasuninneweneiu

dl A 6 ¥ o a o 1 Adl a o
Fearunsnaan MmN saniuinsaatnanazaim e
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Stationary Phase

Fused Silica

Polyimide Coating

Awdsznay 5 ARaNIILL packed WAL open tubular : N.ARANILLL open tubular,

9. ARANILLIL packed

N : http://www.thetruthaboutforensicscience.com/what-is-a-gas-chromatography-
column-and-why-should-i-care/, https://www.chromservis.eu/c/more-about-

chromatography?offset=130

3.5 MIM5999A (detector)

2

o v =
AIFTIRIANUNUIN

[

o = o o A 9y Ao o=
A Q_,Iﬂo_,l"]msﬁxiLL']J'J“N“IAI?]NﬂU’LE‘MWm?Jﬂ\?ZQWﬁ‘LW@@QIMLﬂﬁ"ﬂ\i'j_l‘m/]ﬂ

v
=S

NATNINITUUNNANLAZLAASHA AAATIaANNALTLATND

[ %

UﬂitLﬂV]ﬁlﬂQ@ﬁﬁ‘ﬁﬁ@dﬁlﬁ"]@'ﬁ/ﬂ

A A

d
U
dldd 1 o o

NUANTANAITNY U IF]Q’W]LL’&\‘]‘V\I@]‘QE

FnBeiN9LTY AadALE (UV-vis detector) l&115UN19904"T

\awd (fluorescence detector) AadaATHwNL (refractive index detector) amgaadnuAay

anaRAMN lLazdaainlunislEauLnnF1eiu

4. TluABARRANT
TnTwasAradnil (monolithic column) HuaAedninlgdaniuiuasa (monolithic material)

fdafludanuunlvangninunfiduiansnlumaiinlasuninsna Wl a.A.1970 tag Kubin
v
wazANE (Kubin M. 1967: 3881) TnaluluAsduusniszasann open-pore polyurethane foams
wazin Il i uwnadia size exclusion chromatography iinazgnunsatinun luenidsmwléws
=] 1 [ 6 o OI aal = E Yo o 1 o
N3TNEULRIARANUEIATINN AEN1TINNTETEN A NN aN IAFUN TR ldan1auNnn

TnafiqailszasAaasnisiinaungunazlsc@nsninaesianuiuas ull A.A.1991 wN10T

wazanszlfasuiaadludluniswen lniuasnin sau[1ugaaInGana (Nakanishi K. 1991;


http://www.thetruthaboutforensicscience.com/what-is-a-gas-chromatography-column-and-why-should-i-care/
http://www.thetruthaboutforensicscience.com/what-is-a-gas-chromatography-column-and-why-should-i-care/
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o ! 4

2518-2530) wsiaansneapspandnaenn neudslfiinismauneilfulsdsnsesan Janlulu

anA HFuANTENNNIWEWnds Tnainnssisanuaznisdssansdldnainians

' '
o =

Wluasanedudidennlannwmundr ansiuuuinilundzasaauidugngugs
(Minakuchi H. 1996: 3498-3501) T lfignunsnlddmsnisiuazeaaindeui ligenisuanas
a7 T leeel feteldsuauunn Snveidaaianeuduiunsdenseuszunau 1
(Cabrera K. 1998: 50-53) 1ananiluluasanunsasaanaunieli fused silica capillary Way
Aeniuaziiuds wsariuiaufcasldaniusiaslddantnilaraneani

4.1 Taseas1922998n luluAER

T,ﬂ:Nzﬁﬁwmiﬂuaﬁﬁgﬂéwﬂ%ﬂ'wﬁuwgqﬁ? daiilaseatradugnguuuusieiios du

wyuaasluluasd 2 48A AB macropore Laz mesopore AILAAS N INLISzNBU 6 macropore

nldansnisinaliguiiosainanusiouniusi gngumaitiazinuuanuantian s gy

7 1 k2
=

o 1 v [ ¥ aAa ==K
UANARANU mesopore @Zﬂ%ﬂutﬂi‘ﬁ@i%ﬁ%’ﬂﬂwuﬂN"Jll']ﬂ‘ll

B. Mescpore {(~ 12 nm)

~ 10pm MERCK s 7eamy

3 =2 P - |
A. Tﬂ‘idﬂ%’ﬂﬁsﬂugwgumamawaa monolith

C.Macropore (~2-6 klm)

ndszney 6 Taseaieuargnguaesdaniuiuge : Alassasamanaeciuiugs B.awguuulasg
a39709tuIuas C.gnguszndnalaseaineaesinluas

" : Karin Cabrera. (2014) 843-852.
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4.2 dszianaaaluluasAnaanl
Twludsanedanudeliidy 2 dszinnudng mandezinnaesansn dwse it
Im79a519 e aawnilaTuluds (organic monolith) ¥i3a Polymer-based monolith 11 8uaauwnila
TuT1@s (inorganic monolith) 3@ Silica-based monolith T lnluazARdNTLAazUss AN Aden
v al % dl 1 o 1 a a a v dd‘ o v dl
wazdade luduiuanm1eiy W eaunialuluasazidannainisnsesiunisldanluaniagi
1 dld 1 v I a a a dl a o 9/dl dld 1
AN pH NRdaenEendausauniintuiuas fenanisaaesalfinaninznien pH g9 uazaaun
a a = = o rdl 1 6 o v 1 1 a a Ay =
taluluasanunsnimenwisanaeduiinuyleidulinainuaiand wisauntaluiuasida @ lu
v o o A Y o © a al o‘d‘ o v a v a a a
daandnlunisidenldmniazareduyisd d9a1ani1lmninennisuan e warilsz@nininnng
Je
WEINNAINIT
4.2.1 aaunialuiuas (organic monolith)
aawnRAlnluasilunedwme N M I luwesnduaisauyizadiduansaasiule

o ==X = 1%

niawranduljiseanedwaedlsmdu Avaiuisaizundaninluasaadatianuuuniladn
5 [ o 1 dal Y o a &” dl v |
polymer-based monolith AsaNslnanilEFuauianunntuiiiesanainnsnldauludn pH
ugaandng Hdunauniasizandauaznisliuasumiietduassian lfuanuane (Zhul G
Z. 2007:792-803) n1swssanaaunialuluasaznnlilngds in-situ polymerization Fatilunns

polymerization 984 TH lWmasAuA@aN W Aanazaud1niuN1sa519gWIuNIMNIZaN N9

a s @ ada A = < = = a A o R
LW?HNIWHQﬁULﬂu"JﬁV]’&zﬁQﬂLu‘ﬂﬂqqﬂ@ZLm?ﬂﬂJluﬂlumﬂuLﬂﬂq LL'ZQ3Lm?ﬂﬂ1uLLﬂﬂﬂ@q?ﬁﬂﬂNusﬁ\1fq]ﬂ

v 1
o

pautsanyferdunnuialfianunsngniniziudanuiuase Wewsanaiaaunsotin 1w
169119 Teesialuasmlsznaun g lunnswsiranazilssnausioe
dl o O A = o '8 a 2

- Monomers @ailufanmuafuantianiuadseaspeanid Tnalauldiduaisdszinn
methacrylate TIANN1TOLAALATEN polymerization 15dne

- Crosslinking monomer futind luntsiilusad@enseszndreluluwes nlinmadu
Im99a519 Hewld ethylene dimethacrylate (EDMA)

. o o o o o ° e
- Porogenic solvent nnutiinillusianiazate lulumes uazivuanuaninAuiug

naulufulzuuazIun
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- Initiator 1191 4191 18 w951 U [ nF e polymerization Tm e oty # e w14

azobisisobutyronitrile (AIBN)

4.2.2 aupauwnialuluas (inorganic monolith)
aunawniaTuuasluin WA NEFINAINA e RUIFT AR BN TAMINANT
dl F% = 1 . . . . . dl = a
N1E MmN LT Silica-based monolith Wa e Zirconia-based monoliths @4n171Ase N InTua s
Usuinnidnssanfaanssuaunisiaaian (Sol-Gel) Iaan17iasuannuzannIaduannizendn
“Sol” daunnnag] lugtaasasuacuaeaniauineunIAlszuns 0.15 D 1 Tuasau luaaguds
dld 1 1 ) 1 o aaa dl a dgj 1 o
NFeN91 “GelInenstinasazaiesing o N1MnUisen anstseneuniintuazes luanmnie
dl % o 1 1 1 = ] v a dl =l
ga9laa Walaainizdaduiusiaunadnglddusviiovuazni i aduias dalunissses
Silica-based monolith azifia Ujisenlalnslaianaq tetramethoxysilane, tertraethoxysilane
A . . ¥ a aaa 1 og/ . 1% o a
198 n-alkyltrialkoxysilanes Lmemﬂ{]ﬂimmimuLLuuluuW‘N alkoxysilane LAININITLAN
3 ] a a 3 v a 1 a e ©° v a v . .
paidadnseninliifianisatuuiuresaaweame M1 liiiinlasaa319229 monolith (Legido-

Quigley C. 2003:917-944) TvTsenlalasladauazifinlfisaanisasuuiuina lndsuansly

Awilsznay 7

1.Upmeenlalnslada

2.1fjfirannnsAmILuUL

OH OH OH OH

f | | |

HO—Sr—OH + HO—Si—OH—> HO—Si—O0—Si—O0OH +H,0

r | J | 2

OH OH OH OH

nwiszneu 7 Uisenlataslafauazdfizenisacuuiulunszuounislaaaanes

n-alkyltrialkoxysilanes



UNN 3

28ALUUNN5IRE

a o dydl 2 o = a 'y o 1 QI/ %
uRsetnaadesiunisAnenisiaszilinnulelaantea luflegraoiufae u
asaurlTdaizrednilsondumaiia p-LC-UV eazidenzaaiionn luunillsznaufion
1. ginsnd iAsasilauazasniin i lunnsiey
al a
2. NTLFTEINEANTIAN

ad
3. AENITINAKRN

1. ailnsal LAsasdianazansLAiN g lunisian

AN919 4 A1FLART M N394l

a9LAN LN3m 13HNaAAUUNE
Acetonitrile HPLC Labscan (Bangkok, Thailand)
1,4- Butanediol Analytical Sigma-Aldrich (Poole, UK)
Decanol Analytical Sigma-Aldrich (Poole, UK)
Ethylene dimethyacrylate Analytical Sigma-Aldrich (Poole, UK)
Ethylene glycol Analytical Sigma-Aldrich (Poole, UK)
Glacial acetic acid Analytical Labscan (Bangkok, Thailand)
lohexol Analytical Sigma-Aldrich (Poole, UK)
Isoamyl alcohol Analytical Sigma-Aldrich (Poole, UK)
Methacrylic acid Analytical Sigma-Aldrich (Poole, UK)
Methanol HPLC Labscan (Bangkok, Thailand)

Perchloric acid Analytical Labscan (Bangkok, Thailand)




AT 4 (518)

An9LA3l \N3A UFENARANUUNE
Phenol Analytical Polskie
Phosphoric acid Analytical Labscan (Bangkok, Thailand)
Sodium diatrizoate hydrate Analytical Sigma-Aldrich (Poole, UK)
Sodium hydroxide Analytical Sigma-Aldrich (Poole, UK)
Stearyl methacrylate Analytical Sigma-Aldrich (Poole, UK)
Thiourea Analytical Sigma-Aldrich (Poole, UK)
Toluene Analytical Labscan (Bangkok, Thailand)

3-(trimethoxysilyl)propyl methacrylate  Analytical

Zinc sulfate heptahydrate

Analytical

Sigma-Aldrich (Poole, UK)

Sigma-Aldrich (Poole, UK)

;1319 5 91nsnd uaziAsasilan i lunnsian

piraeile U U3ENanamLIe
Lﬁdij‘m High pressure pump Constametric4100 TSP
Lﬁdij‘m UV-Visible detector Spectroflow 757 Kratos
Micro injector 6-port valve C2N-4346 Valco
Fused-silica capillaries i.d.100 klm, 0.d 360 m Agilent
Lﬂ%ﬁmuﬁm 4 ATUNAUN AB104-S Mettler Toledo
pH meter 827 pH Lab Metrohm Autolab
LA INB-400 Memmert
NAeIaNIIALl 162(1000X) National
iesnAnindsAannlanew Labostar Siemens
Lﬂdﬁlm centrifuge CP80OWX Hitachi
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2. NISLATLNAITIAN
2.1 g1suaNAIusunIsLAsaNlNluRSARRANT

wsandnsuaNd uiunsssanIniuasAnedni] 3 98in An SMA-EDMA , PEDAS-
EDMA 182 MAA-EDMA Ineidatinmiinaasansiailludia 2.1.1- 2.1.3 asluaanufaaumdniae
wpudarnnsaen g sadnanuilodetu gl wiaunedunianuie 3.2.2
2.1.1 ansuanduiunissisaninuasAaneani] SMA-EDMA Usznaufae
- Monomers (30%(w/w) wlBauiauiy porogen)
: 0.1915 g stearyl methacrylate (SMA) (65%)
: 0.1040 g ethylene dimethyacrylate (EDMA) (35%)
- Porogen (70% (w/w) wiauisuiy monomer)
: 0.5642 g isoamyl alcohol (80%)
:0.1331 g 1, 4-butadiol (20%)
- Initiator : 0.0028 g Azobisisobutylronitrile (AIBN) (0.95% (w/w) iBaiLiiay

il monomer)

2.1.2 gnanaudmiunaesanluluasanaduil SMA-EDMA tsznaubiag
- Monomers (33%(w/w) wauiauiu porogen)
: 0.3325 g pentaerythritol diacrylate (PEDAS) (95%)
:0.0175 g EDMA (5%)
- Porogen (67% (w/w) wReuieuiy monomer)
: 0.5148 g pentanol (79.2%)
: 0.1118 g ethylene glycol (17.2%)
:0.0234 g water (3.6%)

- Initiator : 0.0035 g AIBN (1% (w/w) wlBaufauiy monomer)
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2.1.3 gnananduniumasseniuluasaneduyl SMA-EDMA Usznaufiag
- Monomers (33%(w/w) wWEeuneuiy porogen)
: 0.0481 g methacrylic acid (MAA) (10%)
:0.4270 g EDMA (90%)
- Porogen (67% (w/w) wWEeneuiy monomer)
: 0.1175 g toluene (12%)
: 0.8628 g decanol (88%)

- Initiator : 0.0045 g AIBN (1% (w/w) ifFaiuiiuit monomer)

2.2 gsazanadusunsiasaNINaLARaUN
2.2.1 a1gazanaasdaniinines (acetate buffer)
Fansae=EAnidudiu 0.3000 N5u Aslua9AsALBNIAITLNA100.00 HaRARS
S1au 3 990 avangluiindszann 90.00 fiadans 15w pH 2estiWaFFdu 3, 4 waz 5 T4
Tnsanlansenlas Avnudiudiu 1.00 Wand Usuizunsdaatindsaannleasy (deionized
water, DI) 1iAs1 100.00 Haaans a17azargdnsazargasdnninineslulsazainazinany

Wndis 50 Hadlnand

2.2.2 ansazananaalnminmes (phosphate buffer)
4 NaH,PO, 0.3000 154 aslua9AdaLBunAs LA 100.00 AaRART 41191 3
990 axaneluindsyanoy 90.00 fiadans 15w pH 2astiias it 6, 7 uax 8 Ine M lnnes e
psanlas Aanadindiu 1.0 Tuang U3 Buaasdaati DI 1Ay 100.00 fiadans a13azane

NagniWaslulsazainariaaudndy 50 Jaaluans

2.3 #19AZALAINSLNISLATANHADENLTSN
2.3.1 a13azanansailadaaesn 5% ((5% viv) perchloric acid)
anrazaransailednaein 5% wiranlaanisiidm 71.33 Nadans 299n5A
weaspaasnidndu (70%) Td19adnTun AruEatinun U Fulun R daatia DI fu 1000.00

NARAART
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2.3.2 dansazansazdinlulngd 50% ((50% viv) Acetonitrile)
drazansasdlnlulned 50% wiranlnani1stils 50.00 NaAAMNT URNRLT IR

Tulng lduaadaiiunsudntinunlsuiBuanséaeiin DI i 100.00 NaAARNT

2.3.3 agazaedisAdanm 0.1 Tuang (0.1M ZnS0,)
ansaraadeAdame 0.1 Tuand wisanlnanisds ZnSO, 2.8756 niu adlu

PATALFNINTRANENNNUTUFNNRTA8TIN DI 111 100.00 NARART

2.4 d192R18N msg'm"lﬂ‘[@ LENTAR

mmzmﬁmmgm”l,ﬂimaﬂmmLm'??ﬂu‘l?mﬂmﬁqma?mmgm"l,@‘[maﬂsﬁm 0.0010
N5y agluanadaiuang UsuiBunnséoetin DI auliFunmg 1.00 NadaMT ANTATANUNIATNFU

qeiAudnduwinaL 1 HaansuseNaaans ¥ise 1000 d9uludnudas (ppm)

3. 96N15NAARY

3.1 n1saseszuulasunInsnsNuawualssaululasans

4
o

srvularunnganaNaaawmanszeu il insanslsznatfnsdouediArasiasaiing
dl o o dl dl - o a -
LisasgL(pump), FranansINTsinatasiialnanuil (flow rate spliter), @ (injector) ,Tulw
an ) dl o o o = aan a . dl (%
asAuALTazAeaN | Aamsadnuadtduayadilia (UV-Visible detector), tAsasuilasdnyann
e a '8 dl al al o o di A
wazmeWuFszioans LAz IAADNILADS TANINUAZIDAAILARIIUANTIE 6 LATTINLATAIHE

N1sznay lF]’]Niﬁﬁ‘LLﬂ?NiMﬂ”lWﬂﬁ‘%ﬂ‘ﬂ‘U 8



dl A o o v = o a
R1TN 6 Lﬁﬁ"ﬂ\‘ill’t]?\ﬂﬁi‘llﬂqi‘f\iﬁ‘q\‘}'j‘zUUIﬂ'i‘N’IIV]ﬂﬁ"]W‘IJ’NLﬁ@Q?$®U1NIﬁ?@ M7
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Firaaile 14 UIENARaMUe
Lﬂd"al’aﬂ High pressure pump Constametric4100 TSP
Lﬂd"al’aﬂ UV-Visible detector Spectroflow 757 Kratos
Micro injector 6-port valve C2N-4346 Valco
Bushing joint 3-way 1/16” DG-6010-43210 Shimadzu
PowerChrom 180 system ER180 Edaq

TuluasaLallasaaauil 4

dl = '8
FATRNABRNNILEIRT - -
11de 131de
y
ArBIgL - volume tee M injectorj Famsaadnuad
‘ \ i 3 — - - -
e ! flowrate splitter — o fAuass R dia
IWaAaaun % 3 uﬂﬁﬂuﬂﬂﬂmiﬁﬂﬁmu o

AnAsHetina

-~
=
-

—_
Concentrations

v

Time

PowerChrom 180

system

TFnHanIMAREY

ulasdtynynniuaz
Uszanana

A wdsznau 8 Tasunsuaasszuulnsunnsna Naasvanseaululnsans
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3.2 nswesanlnluasakalilaisnaanil

= an S dl o o 1% as :// A [
nawirenlnluasALAldatTAaandlsznaufAaeianig 2 dunaumaa nnaUiuaninw
dgj a a dl o c = aa a) dl o % aa | . . . .
wuRtaalAltaizreanil wazninsranInluasALALaIARANIAEAT in-situ porimerization

Twiaufquelltlas

3.2.1 msfugan niuinrewadtaisaedansd
a aa o . . % o o/

ngwsaniniuatAraanilly fused silica capillary azfiasnanisUiuan w
AR aaRuionaanllianisndaniziudantuluada aa 3-(trimethoxysilyl)propyl
methacrylate (Y-MAPS) tagitin fused silica capillary #nussqansazans 1 anilaneslansan
laslaaldaauauaninalulnsauainiullafoaqnens (septum) Nlanasivaasding wazinll
AUy 100 °C luan 2 491u9 11 fused silica capillary #1&19etLATIINIBaALTY
naat9ay 30 W1 ANl inliiudiedaafinalulnsiau 10 fused silica capillary 8111999
an98vang Y-MAPS Tuluniuea 50% (v / v) Uadanauaililavisaasdnedaaqnans uazinly

tdl a ° A dll v oa aaa . . 3 :/I % % o

auguuni 60 "C uean 1 Awiwaliianlfisen silanisation AMNTUANAILLNNIUBALATIIN

Tustalaanigilsne AN lulnsiay

3.2.2 nawsealuiuas AL Tla Haadu

vnswien iuTuasAunlTla aredit] 3 10 Ao MAA-EDMA Taaldaanis
WrUNAAKLTIAINATURY Y. Fan WazAME (Fan Y. 2004:1065-1069), PEDAS-EDMA Tneli
ABN9rNAALLF9AINATURY Bedair WAL Rassi (Okanda. 2005:1988-1995) 1ay SMA-EDMA
Treld3EnNrFreNAALL9aNA5Y8Y Jiang WAT ARLE (Z. Jiang. 2007:39-45) e 3 waaifly
TuluasAuALTlaaRedlsvinneaunialutuds §9143% in-situ porimerization TunNsLATE
Tnein191in fused silica capillary ﬁﬁﬁmiﬁmmwﬁ”uaqLL?@’qﬁlﬁmmmz’ﬁué’imquﬂ’ﬂmqmﬂu
100 luTasiums 819 40 WuRWAT dinnussadtsazanananluia 2.1.1 v 2.1.3 Uadaaun
Uflatignnqnansuiatinlleniguuni 60 'C Insnadut] SMA-EDMA waz MAA-EDMA 1

a1 6 dalug dauaaani] PEDAS-EDMA Miaan 3.5 dalus ansiutinluseidinssuy p-LC &1

5 o
Foeuniuea 1 dalug
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3.3 NIsMIANE NNz aN NSRSz lalarandan

n1san1EiuNzantednisiiasziilelaiangealngiiasazataninsgiule

TaignzeanAnudindy 50 ppm w1l lun1maaes Inaninisamazdifiaassuy p-LC-UV 1iie

v
A o

= o v = = - o v oo o = =
Anssiidaaninzvnnzanlunismasiiiunns nasddentnun1dlunnsfmnen deatl
3.3.1 TUAARANINANILANFADNNTIATIL
ginuaqlnluasAradNINuN11EluN9ANE1E 3 91a Aa SMA-EDMA,
PEDAS-EDMA LAY MAA-EDMA L1381 iigtandinsnsanaessinvad i iuasanadu Inani
o = o o A oA o eala
n1IneaesiAmsilelaantea luani1nzeeaszuy p-LC-UV maniuianuaiiedaenmaaniing
[ = a a dl o a s dl o v dl
ANMNANNIZLALRT ANBA 1NN ZAUN199LA2H et ld 1 n1smaninsimunzanlu
W Hmasausalil
3.3.2 HAU9A1 pH 1RUNALARBUN
=S v dl Y a o o’dl % ) [ o‘d‘
ann13AnE luda 3.3.1 WalfAain1a9AR A NINIANIZAN LAY UIARANLN
wanuInmaaeduieuda 3.3.1 wiNn1silasuudasan pH ssanaindasun ludag 3-8 Tng

Tiansazaraazdantinines pH 3, 4 Laz 5 uazWaammiinwas pH 6, 7 uay 8 luasAlsznay

TaeiAn pH Nunzan AR TnNAINANIAAIF LA A NE OIS TSR T

3.3.3 1A LAarenduIaIiInIarats lUNALAAaLN
annasaneludia 3.3.2 1WaliAN pH Imuizansanisiiasnzilalaian
k% o Ve v o A ai 1 :/1 dl o A v
gaauiq Nuue i asaranatriediianaznAn pH siuaal wariin1maaaduileude
3.3.2 wanninlasullasdnadouaasansazanatininaslunainanuinlugo 30-50% Lazain
o/ o 6 = dl dl 1 = o/ 1

aaasaniazatsaasunialunaiprdaaunszndazdisnlulpsdiaziuniuaa Inadnsdouaas
A71982AN L NN S LA LT RAUBIFINIAZANL AR UNRANIUNIZAN AZNANTUIRINANIATASFILAY

AnsrUrARATy I
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3.4 NSLATUNAIDENULTHUDINYWE

annsAneludie 3.3.3 leaN19r2899TLY P-LC-UV AiNnzansianisinaed
leTawangaaudn vinnmaaaasisansiet 1IN eanysdfondtnisainlng latinassioarin

lunisarnleleangea 4 1ia Ae 1. nsawlafaaasn 5% 1N (viv) Aauilsaainigees Rohit S.

v
o

Soman BATAUY (Somen RS. 2005: 339-343) 2. azd@inlulnsd 50% 1w (viv) sautseannia
284 Richard Kay wazAndy (Kay R. 2008: 3255-3260) 3. @19azanadsAtainm 0.1 Tuans An
wil99a1NA5984 Cara Polson LAZADLY (Polson C. 2003: 263-275) 4. centrifuge membrane filter
FAwa9a1n35a84 Jie Sun arAnLY (Sun J. 2003: 276-284)

annlang Wisaednann 50 lulAsams LAnsAaadalude 1. D9 3. P3ums 750
lulnsans daudie 4. thdaetine 50 lulasans ldasli centrifuge membrane filter a7nttin
waanLssqansaraehldansilatia 15 Wi uazaussieg 13000 sausiauwn? uan 10 Wi
Fugnsazanalauninmsmaaeaniiowde 3.3.3 Tnaalauesdaiafimunzay Aansnnannaa

Y s = = = ~al
ﬂ’1?LLEIﬂVIiNNﬂqﬁ‘ﬁ‘ﬂﬂquﬂﬁﬂ@’]i@u ANNAZAIN TUNNTFTUN LWAZANNINENTRIE

[ %4 a a 4
3.5 N15ASAARAUAMNN LD LAURIIBENITILATIZI
o Qdall % 491 v aala s v Y o dgj
UNINHAUIIUNINTINADL AN NABIUBNTTIATITI AINTTe Aat)
3.5.1 Anuiudunsereanauinggu
a v v a v v
WFIENNINNINTF Y Tmﬂhmmxmﬂmma‘gﬁﬂﬂiﬂLaﬂsﬁmiwmwmmu

2,10, 50,100 &z 250 ppm 11 lAiAszifidiag u-LC-UV Tnaldani1azinnuunainudinduas 3

91 1 EeLNsUaNNT TS EBLaTANF N s AN T aNdNAUS (R

3.5.2 ANLIENATY (precision)
(1) ANAgaRTanne ludiReai (Intraday precision)

N1IMIIAaeLANNWENTaREI InawsaNasazateNnsgulaleEnten

4 4 4

A udnd 50,100, 250 ppm Audinduas 7 a%e B ldAwmsneffag p-Le-uv Tae 14

) o = dlbLy o

ANNTNNVUA TANIANATILAS LA LEN AT LENN AR I AN S8 AT AT ELLUNN NI

o o

NANT (%RSD)
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(2) ANINENRTaTEdNadu (Interday precision)

N13MIIAaeLANNWENTeI oI Inawmsanasazatennsgulaleanden

o o

A udind 50 ppm 7A%e U ld3mzsifae p-LC-UV laaldaniazininum innsnaaes

a o o o 1 o dgl dl v a dl v o 1Y dl
WULILAEINY 3 AU u’]ﬂ’WLfJ@’]ﬁ\‘lﬁlfJLL@ZZ‘W‘HV]SLWWﬂ‘l’]im\l’]ﬂ’]uQMﬂ’]ﬁ“ﬂﬂZWﬁQ’mL‘LIEI\‘ILUMN’]W?:E’]‘L&

o o

NANT (%RSD)

3.5.3 ANNLNUENTBIITIATIZN (accuracy)

¥ aa

N13MT9a@aUAINTNBNUEIN1Ina 1425 standard addition Taein19L6H

ansazanauInggIuzedielaiangea AnsulTNIuLen 50 ppm lusaet 9 mFN Ny

1
g ¥

AMUIU 3 Faeee Wrarsazaelldiaszdifag p-LC-UV Taaldaniaznnivun drnui
o dl v o (R4 A o
NN lENNA I ANS R A NN AUNAL
3.5.4 ApaNiAN13MT9a9m (limit of detection, LOD) LAZAARNTANIIIATIZFENW
(limit of quantitation, LOQ)

Urasazarenimsgaulelaiandea 10 ppm N1REANUATNAREIAANAIIN

Y Y ! 4 o =K a 0” Y Y :/’ o a c ¥
PINTUR N wiantiunniasunnsunsulneandiAnudnduay 3 AT NIN1TIATIENR @uimmm

'
v A o

Hindunidnaau09A N4 NARAATY YNNI (noise) WINAL 3 waz 10 daifluen

N o o o = v Ny | A o o o ~ = Y °o o
ﬂlﬂ@ﬁﬂﬁﬁ]’]@ﬁﬂﬁlﬁ"}@’lﬁqﬂ mewmmnmmzﬁmmmmmLmﬁ:ﬁimmummu

3.6 n1saAsetdsualalaiandaalufaagnsy

drFaetinresnyetNn i lunimagauiadienisdinssilusinesnes Ine

v
o =2

o o ] o % Qddl v o dl %
U1AaLNHIRTALAZNARD LA AITNWMUNTU 259N N9 Uaanaadlalatandas e 14l
nslsziiuninglsalnizass waziFaumauiunimeaaadlaaldmaiian HPLC ARN1797187U4MN

AfuntNg (V. Meucci. 2004: 107-111)

3.7 msdssgnaldisnwauduiudiasznlFanuaiaulursasnn

fngzuulasun N eaaman sz sy luTAsam N 83191 UNA AN AN N ENANZ AN

' ! v ¥
Amiunswazianauluet1aATesRNTHAsNe] W W nun wastndaas



UNN 4

NALAZIATUNA

[ % o

a di/ U aal a o 1 aI/ & v a
NuAdsilAvmungEn1sdmzilalaangealufaetnvainaesuyee faemnatinlag
umnaresmanszaulnlasdnsmugiunislddandunmsiiniugs Inafiduliuienuiey
aandlu 3 naw Aindasallil
ﬂ' v al o a o ana
naun 1 a595zuularunmansaesvansziuluinsansiazdaunziiniuasg
wplTlateAadansd
1.1 n19as19rzuLIpsuNnsna Waaawanseaululansans

1.2 Fupziluluasanaltazaadud

= = a Py P o
AAUN 2 N19ANEINITIATIzTlalatangaafasruninsuinena T NaamanszAy
lulasansuazmmagaum N g lAuedRaiiaszyl
=8 dl a
2.1 nsAnEanIsiwmNzanluntMpsilalaantas

2.2 N17AagauANN 1 L AUaddTn1TIATILT

paud 3 natnniBunnlelengealuiethaesy Lmzma‘ﬂizqﬂﬁﬁ@ﬁ%mexﬁ
thnnawanlumathamsasi
3.1 m‘f)Lﬂi’]:ﬁﬁ_ﬁuﬂmt'ﬂiﬂLaﬂsﬁﬂﬂluﬁ')ﬂﬁiwLGH'}I/MJEQMQHET
3.2 WREUWEUNNIAAIZIFRaENIALAE HPLC

a e =l o 1 dl dl
3.3 aAzitsunAmanlusaetgLATRIAN
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d' ¥ = [-%4 a [-%4 L
AAUN 1 45195zunlasunInsns WNaanadszaU lulATAAS LA AL ASIZ AN Y
aa a = o o
ATALALIAITARANY

1.1 msaseszunlasuninsns i Waasnalszaululansans
srunlnsunnnsfaasivansziululnsansnasisauannilsznauiAsaslady

anlasunsnlunndsznay 7 HasAdsznausanansluninisznall o

splitter

nwilsznau 9 sxuulasun N Nuawan e i IATARNIN&519TU

v

! = o a Ao XA o Py
wudrszuulasuninansizesnanszdululans@nsna319aud annnsoniaulénag
wanni1saeelasuinanaaesnan Geszuuiiannianesge uazansnldaudniuiniugsa

uplTarraduiilne ldensinisluanilAluasingg

1.2 maesanlnluasanalilaisaaau

1 v
annIIaaadnisasaNInluasALAldaTAaaNIle 3 15ia Aa SMA-EDMA,

PEDAS-EDMA a2 MAA-EDMA nudnadnsowsisadlfd3an1u3nniawisanluumi 3 4a 3.2

1
el o

d‘ aa a) ai o a d” ¥ o L
geluluasauaLlilaspnaau ‘VWI’]ﬂ’]ﬁ‘L[F]’j‘EINﬂuvl,m/l’iﬂ’]ﬁ‘ﬁ]ﬁ“?@@@llﬂm@mum%ﬁﬂﬂ’]ﬂﬂ’w\liﬁﬁlﬂqﬁ‘

v

AN NFAA9 A ENED99aNITANBLANATAULLILABINIIA (SEM) TNANART219TaIARANITNY

3 #tim wans Wiiuleanwuzaes i uastadl avadugngugs Asanslunindszney 10 uazls

Ly

nimageuAuantanelasuinsna i faenimeaesuananstlsznauunaiio wudnAeau

14 3 9lm HAruanisnlunisuenanslsznataanainiuld F981AUIa9813NaanaNNARANL
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E4 £
o o a =

a dld dld ¥ Y @ 1 o e‘:; dl dl
L‘é‘ﬂﬂ“’ﬁﬂ@W?V]N?JQN’]T]iﬂV’]’&’]?V]N?J’JM@ELL’&@\‘]I‘ML‘VI‘LLQW@@@N e 3 ailn Awardaauniuwuy

§iaunau (reverse phase) ATuARS N NLIZNaL 11

2800089 1SKY X788

E . T, ' 2% o

888818 15Kv 000004 lSFU

e

nmilsznay 10 MwsaaansesTuluAsAuALTlaAefidneadaemATlaA SEM : 0. AW SMA-
EDMA 28118 700 11, 4. N1W PEDAS-EDMA 218118l 700 11, A. AW MAA-EDMA agingl
700 111, 9. A1 SMA-EDMA aigingl 1500 L¥in, 2. NOW PEDAS-EDMA g1l 1500 1911, 2.
NN MAA-EDMA agingl 1500 1%, 1. AW SMA-EDMA agingl 5000 L1, 4. NN PEDAS-

EDMA 21g1¢) 5000 11, 4. NN MAA-EDMA aig1ngl 5000 L0
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; al
2 UaA ngau
§ — — MAA-EDMA
g: Huoa | PEDAS-EDMA
' a
P
& :a‘ WuWaw | . SMA-EDMA
:‘. madu N\
1 ¢ s, ()
L - ) S cemeaan ! ._-‘I h T
0 2 4 6 8 10
a1 (uln)

Andsznau 11 TasunInswnsNaadAaaNil SMA-EDMA, PEDAS-EDMA way MAA-EDMA :

waLAaaun 70% ACN/water 8731019 1A 0.30 FARARTFADUNN

AAUN 2 NSANEINNSILATIZlalatandaanaszuLlATHN NSNS WU 1an
szaululasansuaznsragaunNldlauasdaatAsIzi

2.1 nsAnsanzmnnnzanlun1sIAsziilalalandas

o

nisuanasimuizanlunisdinszilalewangea iduldninimaansing

nmunantazENduae MEarsuinsgulaleaiangeansindudy 50 ppm wazlfimanaenlu

[ %

FRIEIUAIN AN 70% ACN/water NERIINI1211A 0.30 NARAAIFAUIN ATIATAAQEIAINTIATA

dall dl o a o 1 d”
LANEINAITNENIANY 254 YN TULNAS LL@%VI’]ﬂ’]ﬁ“V]ﬁﬂ‘ﬂ\ﬂquﬁ‘qﬂmﬂﬁ‘ﬂ\‘]ﬁl@iﬂu

2.1.1 TUAADANUNUNIZANADNITILATIER

AINNITINARBINTUA ﬂ'ﬂf\ﬁlﬁﬁ mmmulumﬁmmxﬁiﬂiﬂLaﬂmmwdw

v
o o

AAANIIG 3 BTA WLINARANY SMA-EDMA 1Ay PEDAS-EDMA luifiannuanmnzlunisuen’a

laEngas dauAadNy MAA-EDMA JAddaiwzsanismmeilalaiangas asainaaauii

v
v o

sunsnsannulalaangaalananansliftiuainainaipesotadlalatangas aniNanNEUY

v
J o

foununaslalaangaaiusn lbunandnnldaineaauiiansa 2 a5is sauanlunindsznay 12

o @

o

Adzasiaanldnaduil MAA-EDMA iupasiifanzadinatinlduianiosimunzanlunig

>34

Apzilalaangaalunistinasansusalyl
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(eloomV%

MAA-EDMA J

PEDAS-EDMA ~~—__

SMA-EDMA o~

0 1 2 3 4 5 6 7 8 9 10
=
AN (W)

Aoyayni(mv)

Adsznay 12 Tasun nsunsNeadIn1emzilalaangeadigAaanNiiia 3 15 : INaLAAaun

70% ACN/water 8m31N17 1114 0.30 AAAAAIAAUIN

' = =
2.1.2 HRURIAN pH ARILNALARDUN

anNmeaediinsziansninsgulelangealnenisnidnndiuteses

3 ulnsd137n70% waziddauan pH aeaanaeunlae ldansazanatidinashn pH 3, 4 uaz 5

Aaaas@iantnines uaz pH 6, 7 waz 8 Aranadimivines nudinisilaaw pH aauna

d s

\AAeUREezEANTNesR pH 3, 4 uaz 5 TAandaedlelalanaeawindy 13.70, 13.48
= o o dl 1 1 dl QI dal o v %

WAZ 3.26 WINATNANAL TIANNHANIINARBIAZNLINAT pH MANTRA IiAnaasaaedle

Taanteaanasiiiasainan pH nulaswhiinasenisuanssesmslsidunnuiosasnaanil

MAA-EDMA wazmsitlae pH seqiginaaufidaaaginiiiesh pH 6, 7 uaz 8 fdnnan

FaaaslalalEanaeayindy 2.78 uivianun T9aINAANAIAALAZAN UL IRIATY N DIAILARS

Tunnilszney 13 wudinisliveamniesineiddauw pH ssanamaauh lnanisuani

A EpduavaenA pH Nwnnzaniiu pH 5 @lder@imminmas G9iAn pH 5 HA1a1A T8

dl ol = o a o o dld dl o dl

lalalgnaaafinn AAuatnie wasiansusaesdynyrnluwuaiuia et ldwaniazh

widnzanluniimassalyl
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N— pH 8
N pH 7
% N— pH 6
(a ~L pHS
aé
= pH 4 A
A
>
5
pH 3 v
0 2.5 5 7.5 10 12.5 15 17.5
A1 (117)

nwdszney 13 Tasuatnunsuaesatsuansgulalaangeai pH 3 0e 8 : wawrdeui 70%

ACN/buffer pH 3-8 83101171148 0.30 RARANIFADLN

2.1.3 FUALAZAATIFIUURIAIVINAZAE L ULNALARDWN
AINN19INAAAINI A USRI duTaIAN1az a1 T aLARaud Tne A
pH a9 dLARauR A7 pH 5.0 wazdagudnmdiuresesdinlulnsdlwnardaauiy 50%,

60% LAY 70% AINATAL WLINNAAIAsErva9lalaEngaainiy 3.15, 3.35 uay 3.51 w19

o

o o dl QI ] a o 4 dl d‘d :/l ] k24
ATNAAL smmnwmmﬁmumm@mimiﬂmz{wﬂuw\lmLﬂ@@uwumwLﬂum@mmmmﬁlﬂﬂ

a ~ o A L L ,
TaEngaaNtiudsNIaNINUUN ANLIA1AAINNT L AnTATHa s Ll senat 13 wuqn

o

sunseianlfannslasuulasdamdiuaesaainlulnsdlinandslain faduaclananutin

a

1a9smNazantaIneasdin lulnfalumuniues 60% wuqdnAianedsiaadlalaEngaatvindy

'
1%

3.1 U9 TINANHUZUA

o

fyounumnnlasunInunsnlunindsznay 14 wuanlansuzaes
PRy A o
AN

o A p o A e I o quw
ﬂojlﬁqu%ﬂQvL@I@Lﬂﬂsﬁ’ﬂ@V] NBHUSNLLALUNAIMHANNIFTURSEUNHNANIRAN Qwu@ﬂﬂqq‘ﬂqﬁlﬁ

v
o

1Hanlunisaasziidn
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MeOH 60%

<0 mv>

18 (mV)

ACN 70%
ED

ab
e

ACN 60% i
ACN 50% )\

0 1 2 3 4 5 6
NR(UA)

Ailsznay 14 TasunnaunsnFauauaiin wardnduaadNdLAaaLn : INAAAALN
acetate buffer pH 5 50mM/ACN 50-70% Was MeOH 60% 8m31n17 14 0.30 RadanIme
=
U
2.1.4 uarastinsaviazaiglumsissanasuinsgulalaandas
aanniInaaesazaneasuinsgaulalalangesfiouianiaraiy 3 1in Ae

11 a3l luladd LAZINNIUAA LAY UNNNALATIEFAna N1z Iaan1d wudn12 A NNaY

v
o [ o

azaneia 3 whalduanFneniy sandasaniasui nunsnlunIndsznay 15 $9n17aLa8413
wnsgrulelaanteasaamniueaar Wiginssiandauuarlsr@nsniwnisuenan nisazans
Tuardinlulnsdasldnananitly 2 Antailulalauaiuaslalamngea Inanisdniiuinslalatan
o ~ - = Iy & v AN Ao A A A
faadunIndnanineslalaaiinad 1l uaznisazanaluin liginssinanangainesiaaen

wazludaadrvaiududtedaniasdlszneuduny §ideaaaenldundusaniazanay

NV ENMIAREY
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MeOH o
=
£
c
(_D
g, ACN

v 4\

>

5

water [,

0 1 2 3 4 5
A (UINA)

A nisznau 15 Tmm‘l}wumiuL‘Lﬁfﬂ‘uL‘ﬁﬂmﬁmﬁqﬁmzmmwmmﬁﬁﬂﬂiﬂLzmsrjm A

=

\AABWT 60% MeOH/acetate buffer pH 5 50mM 8m31n1slua 0.30 AadARIFAAUN

annIsneaasnIanIEimnizanlunisdemilalaEngea §ideliaenaninylu
a 6 o dg/d
N13IAINTIAINAS
Y re
WaAIN: ARANY MAA-EDMA
WaLPaaui: danrazaneNaNszndneazdmniinmes pH 5 50mM 40% AULNNILEA60%
fm51N171Ua: 0.30 AARARTFABUT

NM3A99A9R: AIIATALASED NATINENIAAY 254 W TWLMAT

2.1.5 FBNSLASLNAIDENNTTNURINY ]
al % 1 aI/ rdl Vo a
ANNIINARBNLETENFRLNNTRN NN IR Fun1saalalatantes way
o a Y dl A 4‘ aal o :// adae v v
TNNIATIZEALANIIENADN TIITNTEAANY 4 25 WRNANIINAADS MIAIUANNAINITD M1NT
ANALNaullsAuAILanluAINLIZNAL 16 LAZHARINNNTIATIZUFNAENNALANINZNADNAY
wamalulasunnunsnlunInlssney 17 aINNAan1IMAAad N19LATENARatNLTENAQe (1)
an3avananIaLlasaansn 5 % nuqdnlunisaessinaarsauiAatAsaadlalaEnaaan
1 1 o a roﬁl v al dl % dl dl o [ %3
wnaelddurTaniInITIATIzIE iR A NREe A 1HaannanANTunIANNINURY ARa R A
o 1 1 dl v & dl dl o & yva o K
AaatiNesuNIWARsTLUNNTuenTa L asAlsenauraamaiaauniluatsazaneiwinas §adeas
NARBUNNANMNITNTvIa9d1ra ANt ez AT el dnaa e 100 LAy 200 HAAINANT

wazanmNdindusasnsalaiaaainiiu 2% auansu wuan ldarunsoufidoym lfnnssizan

FinatinalneNEN17aTARNL AT ANENIARY LN ZANAANITIATIE
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P a A o = o A v
Waunantaganisldansazatansaaaninisanaznauldsiuion (2)
a17azan8azd e lulnsd 50%vav) wudnlunisaaszdliirnanassnaadlelaandaandiag b
o £ [ AI dgj dl o Y o O d”d
WAz A NAULRITZ LY p-LC WNTY tHeaNnaInnIsanafqefan1azane il ANannsa L
= o 1 ol/ Y v dJ = o 2 o c a o o Vv
nsanaznanldsauluetraniuliden Telinannliineduiliinainisgaiunisannsag
a13azaneadianlulnia 50% aududtadiai ldwunzanmanisinnzs
ngireNAletnamiuinanfsaiafag (3) a1ravats@erdaim 0.1 Tuang

nuqNgNInanmznaullsfuldfiauarazatansailadaanin 5% nenldanediasniinig

1
&

1% (4) centrifuge membrane filter TINTIATLNG BLAZHANITNNTALATIZHT AAIAN TR LaTaLEn

a A = aal Al & o o a
AANNAITNLNEIN i Lﬂu(JﬁV] Lﬁﬂqgﬁﬂluﬂ’]?@ﬂﬁﬁlTﬂﬁ’]\iLsﬁﬁ\ﬂluﬂ’]ﬁ?q Lﬂﬁ‘qzﬁlﬂiﬂ LANTAR

nlsznal 16 NnlUsFUNANAZNAUAINNNIERA N.anRfleNIALlasAREIN 5%, U.ATAGMS
ardinlulnsa 50%, A.annfoeTerdamn 0.1 luans, a.afnfqe centrifuge membrane

filter



38

v <t on [q\l B ks
= s = s 1=
nZ 6% n& 6% LYY

< @« «< « &«

(Aw)reLfsfay

s} <t o N —
s S s = =
né NG| & ngG FRY4

« < < <« «

(Aw)reLfsfp

3.5 4.5 5.5

2.5

4.5 5.5
nA(UNA)

3.5

2.5

o

LR (UIN)

A

ATIN 2
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aa

(Aw)reL

e

s
ERY A

A
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s
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2

o
e

(Aw)reL

45 55
nR(UNA)

3.5

2.5

5.5
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A (uln)
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q.
zd Q.
AN 7
{ i s
2 ] AT
ATIN 6
24 24
— | n¥Ws — | A3IN 4
> S —
£ £
€ | P4 /\ g Y
@ o fA
AN 3
E° v oo ;aa
o a
T | afan 3 H %
24
2 l ATIN 2
ATIN 2
& ¥
ATIN 1 )\ L AT 1
25 35 45 55 2.5 35 45 5.5
R (W) AN (UN)
2
J\‘¥ AN 5
z ‘\ AN 4
I
c
aa v 1
i A¥ P37 3
“ X4
ATIN 2
2
k ATIN 1
2.5 35 4.5 5.5
R(UIN)

Awgznas 17 1A INTNTNABIN14NARIALNGETH - N.NTALLATAAEIN 5 %, 2. NTALaF
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AREIN 5% LALUANNITNTuazEIantiWasidu 100 Hadluans, A.nsallasaasin 5 %

Wagsuadidinduasdianiiwinasiidu 200 Raaluans, v.nsatdasmaasn 2%, a.

ansazanaezdinlulnsd 50%, a.a1razanademdawn 0.1 Tuans, 4. centrifuge membrane

filter



AN 7 AYNIIENTBIAIANAFIT8IN TR v lalawanmea foedaannsinge

Ann19anm AnaNAIFALRA SD %RSD
niallafAaaTn 5% 3.52 0.04 1.24
neatlasaaain 5% Wiwmas 100 mm 5.09 0.47 9.30
neatlaipaasn 5% twWinas 200 mM 5.04 0.14 2.91
nealaiAaeTn 2% 5.21 0.19 5.24
ezl lulnia 50% 3.93 0.09 2.40
Fepdamn 0.1 Tuand 3.06 0.02 0.68

centrifuge membrane filter 3.41 0.07 2.32
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2.2 MR8 UANN L LAURIITNISIATIET

[~ (%3
2.2.1 AntludunssraInaNuIngg 1w

= v o v dl Qll

ﬂﬂmmmLﬂumumwmﬂmwgmmgmm‘imﬂimquwmmmw
o d” a o Y v
NRUNTBATNNITIHADS buiada 2.1 Imﬂmwﬂ@w\lmm;gmmmmmmwmmgmiﬂifamﬂ

dl v ¥ =) o OD o o

FaaNANNINGL 2 D19 250 ppm 1AENIIN1INAa8LEN 3 1 AsnInLsEnay 18

700 -
600 | TUN 1

& 500 -

& 400 -

3 300 o
L= 200
100

0

y =2.3867x + 10.883
R?=0.9997

0 50 100 150 200 250 300

v %
Anndinduleletandaa (ppm)

700 I
600 4 IUN 2
500 A
= 400
o 300 H
% 200

y=2.4773x+7.2463
100

R?=0.9997

0 50 100 150 200 250 300

Andnduleleangea (ppm)

700 .
=\

600 4 IUN 3

< 500 A

= 400 -

>& 300 A
= 200
100

y =2.4431x + 8.1014
R?=0.9998

0 50 100 150 200 250 300

Andnduleleangea (ppm)

nwsznau 18 mfwxlmmgmmmiﬂi@Laﬂmﬂaﬂmulﬁm%u 2-250 ppm %149 3 71
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Y v

mnnw@’éwnmﬂmmaﬁmv‘% 3 41 wudndwpnuudunseesludosdinduaesle
Tawangead 2 84 250 ppm LazRaunTEUANLAz AN sr RV A dLTLE (R S5
Fuft 1 aunnsidiunsade y = 2.3867x + 10.883 , R® = 0.9997
FuTl 2 aunnsiiuRsIAe y = 2.4773x + 7.2463 , R = 0.9997

TN 3 aunnidumnseAe y = 2.4431x + 8.1014 , R* = 0.9998

L
a o/ s 6

ANNeMHIAFIUNAS T UATIINI N A AN sz AVBauduiug 0.9997 11w 0.9998 @9
o aa o

= ¥ = aal o v dl [ %
ummﬂumuqu_ﬁq LL@ZN@’)’]NiQ“H‘ﬂ\‘]Qﬁ (mmmummnmﬂ) Tn&LALeiU ABENWERIAT1NINR

unulalaangealudwsnnuidindunaseungusanisinazimagnaiu

2.2.2 AAIINANITATIAIA UWAEAAINNANIFILATIZILS N0
ﬁ'ﬁm"ﬁmf?'iﬂzgmﬁmminmwimvlﬁ (LOD) limanugaiaiiu 3 win 299
fruny1nd noise (S/N) Lmﬁmfiﬁmﬁ'mmﬁmmmmmﬁLﬂmzﬁiﬁmm (LOQ) limnnugeiaLiy
10 Winaa4tyry18d noise (S/N)f«mﬂm@msﬁﬂmmﬂizaw%mwmm:‘z‘uuﬁ'wmmwud’] iein

LOD weslalaiangaawinfiu 0.44 ppm @21 LOQ Wiy 1.47 ppm

2.2.3 AN

=S dl dl v a g =
NNIANHIANNNENATNTASTULN I 11N19LAgIZH LTWNNTANEMAINARNA

% 2

LAABUAULLBINIANENIN13T1AT1EH TURDUNITIATIEN TUABUWTDNIZLIAUNT AABAAL

dl A dl v A dl = dgld dl
AraaNen 14 lun1mmaAaaeI Il A NINENATUNES LA TUN1INARBIRAN B AN 84N

]
a ¥

3Lﬂm:ﬁmmmwmm‘gmi@hLaﬂsﬁﬂmimﬂﬁmmnﬁmmmﬁq (t,) warunlananAudEind
dl o A o Y Y
50 100 waE 250 ppm Tunismmaunesluduneaiu wazaudingy 100 ppm Tun1smimanu

17e9723191991 THRANIINARRIAIAITIY 8 LAZAN9S 9
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A19719 8 mmﬁmmmmﬁLmﬁzﬁmimmgmhiﬂLaﬂsﬁﬂa‘Lur‘fwﬁmﬁu (n=7)

50 ppm 100 ppm 250 ppm

%7 nanasda ARl waasa AURlERR  wanawa AuRlERR

1 2.99 129.91 2.95 253.11 2.94 592.72

2 2.96 131.68 3.05 257.96 2.94 600.40

3 3.00 134.91 3.00 255.36 2.95 589.35

4 2.96 133.26 2.99 253.36 2.94 624.71

5 3.00 136.00 3.00 254.70 3.05 591.03

6 2.96 133.08 2.99 252.93 2.98 591.21

7 2.95 130.40 2.95 252.45 3.18 597.99
ﬂ"WL'ﬂaIEI 2.97 132.75 2.99 254.27 3.00 598.20

ﬁWLﬁﬂﬂLuuNWﬁ]?ﬁWu 0.02 2.25 0.03 1.93 0.09 12.36

V’]I’W’]QWNL‘]’jE\‘iL‘LIu 0.72 1.69 1.14 0.76 3.00 2.07

WM FIUFNANE

A998 9 mmLﬂmmmmﬁLﬁafﬁzﬁma‘mrﬂ@gﬁu%i@Laﬂeﬁ@almwdw‘fu (n=7)

Fudi AT 100 ppm
AALA s
1 1 2.99 129.91
2 2.96 131.68
3 3.00 134.91
4 2.96 133.26
) 3.00 136.00
6 2.96 133.08

7 2.95 130.40




A1919 9 (5iR)

Jun A%aR 100 ppm
CRRGENZE ATl A
2 1 2.99 136.11
2 3.00 135.81
3 3.01 136.29
4 3.05 137.45
5 2.97 136.35
6 2.97 135.40
7 2.97 135.99
3 1 2.93 133.62
2 2.99 133.18
3 3.02 128.14
4 2.90 125.10
5 2.97 140.14
6 2.97 138.26
7 2.99 131.50
AnadY 2.98 133.93
ﬁqlﬁmmummgm 0.03 3.56

P

ﬂ'ﬁmmﬁmmummﬁm@“uﬁm 1.07 2.66
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AINNTIRIITIATINTENTeINIITAsziaIsunsgulelaanges lfnafall Aseuas
mmLﬁmmummgmﬁmﬁmﬁ‘mmﬁ"]Lqmmm"ﬂm”mﬁmﬁuﬁmmLgﬂu%u 50, 100 way 250
ppm 16 0.72%, 1.14% 4aT 3.00% AINAIAL ANFEEAZANNITENILUNIRTFIUANINE Ta9iUN
Bidtyyruludmnaaiunaoiudindu 50, 100 waz 250 ppm 16 1.69%, 0.76% wag 2.07%

o [ 24 (%4 dl [ '8 1 o 1 o dl v v
AINAAL ANFesazANLdaRUUNIATgIudNTnSaReARatAsn us s nd TR A d N dy
100 ppm 14 1.07% wazAseaazaudasuunInsgiuduingvesiun idnyoinlussndng
JunaNdindu 100 pom 16 2.66% AsetarAMNITENLUNIRTIIUANINEN IAA INN1TMAaes

wANNINesIenIsdiaziatsnsgulelaiangeanaluiumnaaiuuas ussudneduiidneg

T2 0.72% 9 3.00% TUaAS g5 1AT I WL AUN A=A

2.2.4 ANLNUADIIBILATIZI
N17A9IAEALANINLNLLRIITIATIZY TAeN12ANEINNFRALNALAWUAY
a P a =y Y o '
N153A9IEH (% recovery) tnanisiAnansunsguleleiangeaniaudindunuineuaslily

FRBENY WAINNNTIATZ AR ANALNALII8IN15ILATIZHEN TN AT

1379 10 AseamznishunaLvaslelaangealusinattemiumye

Faating  AuNdulufatne AN dNdLRi ANNENTURSALE  BesaznisAu
N L4 & 2 .
1/1 ALRAE = SD(ppm) meﬂﬂ(ppm) ALRAE = SD(ppm) nay
1 37.41 +0.15 46.56 85.00+0.44 102.21
2 36.76 + 2.70 46.56 84.86 + 3.28 103.29
3 51.78 + 0.75 46.56 100.27 £ 0.89 104.13

ANNNIINAARIUIANN LN UTAIATALATIZA IALNITUIANT DL AL NI AUNALUDIAIDE N

LEHTBINYEEAUIU 3 et wuddAFetaznnsAuNALIY 102.21, 103.29 uaz 104.13 9

1
o

1 1 dl s 1% Y & 1 ada ol dgl ¥ a rdl %
@qujiu“ﬁ’NWElﬂNﬁ‘].liﬂ WAAS LALAWINITALATIE NN R UNT @WNN”I?GIMN@ﬂ”I?QLﬂ?’]%VWQﬂIﬂ‘ﬂﬂ

HUENg9
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paun 3 msmsznlFanulalaendaslustatragsnuaznisdssgnaivaldiinsizn
S naulusiadgiiuasainn
a o o ' o o
3.1 msanszilEanalalaandaalusiadadsuuaanys

nnsaaszitiniulelaanaealudoataainaeanyued Hdminaegiunng
o dl Yo = ) A d‘ [~ o 1
pevaAnnsesisalanlifunisanaisuinsgulaleiangeauariinisianzidenialiumaasng
o = = o vo = Y o o o ° = <
TR 5 D 240 WA uannlAfunisanlelaianges uRathset1uEiNNNiNTIAIEY
Prnnslelatangeananisinaziuansiunie 11 danan lFnniinisainananszudenans
vy . o < o » <
dnduiunaidcuanslunindszney SeazuaniiedninisduesnaedleloEngaadeainism
PldAruaninnan GFR alnatnmnudindunnsalald1gluannis two-compartment model

analyses equation (Gaspari F. 1995 : 257-263) Gsfiasliunmindaugauarangaasgiunismnga

£33 11 wannmaaesnIsAziiinlelaiangealusaaingminaa gy

a1 nunlEnAlae Anudndulelawngea  maudindulalandes
(179 +SD(mV?) (ppm) lusnaeinaT (ppm)
5 233.9320.72 34.30 342.96
10 186.42+0.45 27.03 270.27
20 141.84+0.86 20.21 202.07
30 108.82+1.23 15.16 151.56
45 87.86%0.56 11.95 119.48
60 68.35+0.65 8.96 89.64
105 46.82+0.63 5.67 56.70
120 39.68+1.10 4,58 45,78
180 27.54+1.15 2.72 27.21

240 20.24+1.35 1.60 16.04
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400

350 H
— 300 -
g 250
sz 200 A
=
= 150
100 A

U(ppm

AN

0 50 100 150 200 250 300

=
LA (UN)

Andsznay 19 naseigANidnduradlalaangaa luemsuiUnalNa AN SnIIN199U

aanaadlalaanaaalaenisinenuaesls

anN1TNN I ANdindulalaEnTaatazinanandliiussAuN1 I Uaan
waslaloEngasdesaatnanianisdiasiidusinetnva e sy lflulsaln Geanmoy
dl val v = o a o dl 1 a o
209097 IR u N TunaReaALuasE Y 11 911348299 Soo-Youn Lee (Soo-Youn

Lee.(2006) : 124-129)

s

3.2 ulFaunAgunisAtAsIEiAfa819N U s HPLC

[ v a

WanseunaunanisuenineAsNWmuAuas HPLC Mdudsnansgaulunig

a o

nsnyilelawangea §3dalildaaanl nucleosil c8 ilunansy wazldiaindaauiniu
A138zaNENANTTUINgasEnATHwes pH 5 90% NLwnIuea 10% Nemsnslva 1.00 Aaaans

o C o . o d 4 sy
flaundl Asradnfassiangadanas UV finanuenanay 254 unluimeas dananisuanilinudnd

anwuzdynyrnaadlalaangeaiiu 2 Ay dedudyyruseslelomaivsaesaesle

[ %

lalangan T9NANIAIANAAN 5.1 LAY 5.7 W AalanalunInlsznas 20 AINUANITNARDY

o

= a 6 o 1 % add‘ dgj = o aa 1
L‘].Fif‘illlLVIEILIﬂ’]‘J"JLﬁﬁ"]tVW’]@EIWQVL@IﬂLﬂﬂsﬁﬂﬂﬁﬁlﬂﬁﬁ‘ﬂ ANUNLUNYUNLIE HPLC Wud1n1e

2
o o a

a add‘ X A o dld 1 XK a a
WATICUAWTENWRNUNTUN AN U a&m&lf]mmmi@‘lﬁfamﬂm@@mﬂm @QNﬂﬁ‘x@VlﬁﬂﬁWﬂ’]ﬁ‘LLﬂﬂ@ﬂ

v
o =<

narlaadnannaAngumanaediasnimna i (N) TORTNRBUNTURANYINAL 48226 Lazdd

1 1 [ % o

HPLC ANIN193LATIZIRANYINAL 2262 WANAINIINWAMUIAZNAT N 41nndn 21 w0 eald

Re

g J

22 eIZNAN MNNTLATIZARWNIN 2 Win



n A
>
, 0 s
AIDYINLYIU 7
=
£
e
c
aB
oy
Void peak J
Blank serum
0 1 2

w
B
]

a1 (uIn)

(AU)
<€—5x10°AU —>

I
£ msunigu'le Tognaoa
g —
/\ RREANG RV
0 1 2 3 5 6 7 8

4
AN (UN)
nilsznay 20 TasunnunsuFauiie Ussudna s NWmuUILasAa HPLC : n. TasunTnunsnaas

lalaangealumnaiia p-LC (void peak dnlaeldazdinlulnsansaadnn 200 w1luung), 1.

TAsunTnunsnlumatia HPLC
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3.3 MAsendsunuanwaulusasnaAsaInN

dl dl % dgj Y o aaa 'S =
PNRRUETEARULYAARITSULUNNWENUITU 1@‘1/\1WHWQﬁQLﬂ?’]gﬂﬂ?‘NWMﬂ’]LWﬂqu

o 1 dll dll va o ¥ o =S dl a & va o v A
AIBEINLATANAN aqwimmmiﬁﬂmamqmmmmﬂummmm:u QQ’QHLLﬁLﬂﬂﬂ@ﬂ’VJ?JSLuﬂW?

v
o ¥ o L

AArziiseiine Tdaaanil MAA-EDMA ilunaned uwazldmainaauniiudnsazaie gy

o

sendnanadimines pH 7 ensdau 80% fuezdinlulasd 20% Nemsnislna 0.20 NadaRs
1 = o Y o [ % dl dll a '8
AAUNT AFIAdARMEFAaRTIadALAY UV fiAananaaau 271 unliluns @ unsndinnsidsunn

pranlATaspNTtinse IHuadszunn 5w
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