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ABSTRACT

This research was aimed to study the preparation of column SPE-C18 for solid-phase
extraction by using silica from rice husk bonded phase with octadecyltrichlorosilane as stationary
phase and packing in syringe barrel. The chromatographic efficiency and validation of
preparation SPE-C18 column was tested by employing the standard tetracyclines hydrochlorides
solution and spiked liver samples from three sources (A, B and C). The determination of
tetracycline after solid phase extraction was performed on High-Performance Liquid
Chromatography. The distribution coefficient (K,) was 2.10, breakthrough volume (Vy) was
11.20 mL to sample weight 0.500 g, capacity factor (k’) was 4.78 and the number of theoretical
plate of column (N) was 8.97. The system linearity test was performed using 21 concentration
levels, from 0.05 to 35.00 ppm of tetracycline concentration. The regression coefficient (R’)
found was 0.999. The method linearity test was performed using 5 concentration levels, from 1.00
to 9.00 ppm of the tetracycline concentrations. The regression coefficient (Rz) found were 0.986,
0.990 and 0.994 for liver samples A, B and C, respectively. The relative standard deviations
(%RSD) (n = 7) for reproducibility found was 1.99 and for repeatability were 10.00, 7.91 and
9.80, respectively. From pair t-test and Horrat value showed the difference of preparation SPE-
C18 column and commercial SPE-C18 column was no significant. Accuracy expressed in term of
recoveries for preparation SPE-C18 column and comerercial SPE-C18 column was in the range
77.0-98.0% (n = 7) and 56.0-97.0% (n = 7), respectively. The limits of detection (LOD) found
were (.50, 0.25 and 0.72 ppm, respectively and the limits of quantitation (LOQ) found were 1.66,

0.82 and 2.39 ppm, respectively.
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(organometallic) 19U Grignard N3© mseesun Tudimiou (organolithium) AWNUSE Si-C i
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(polymeric phase) ﬁdltﬁﬁﬂugﬂ'ﬁ 2.8
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Reaction type Reaction Surface
1) Esterification Si-OH + R-OH — Si-OR + H,0 Si-0-C
2) Chlorination Si-OH + SO,ClL,— Si-Cl + SO, + HCI Si-C

a) Si-Cl+ BrMgR— Si-R + MgCIBr
b) Si-Cl + Li-R—»Si-R + LiC

3) Organosilanizion a) Si-OH + X-SiR',R— Si-O-SiR',R + HX Si-O-8i-C

b) Si-OH + X,-Si-R — Si-0-Si(0Y),-R +
3HX

Y=SiH
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n Y
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2.2 Smsananelaveandy (Solid Phase Extraction)

¥ ¥
maiiamsnisudani1slinduanoudl a.a1968 uazisuiins ldmatiamsadadae
& — { e = o w
wavesdelud a.1970 Faudumatan ldsuanuien Sdldlimswanmgaduuas
s a 4 - 4
gunsallildauI&azarnuazin)sz@ngnmuindu ludeugannudl a.m1977 Fuiinmsld
asgaduriagamainsaatuszuasldinnlumelasnInns il Tl a.a.1989 Guiins
14
Wanngadagaduldiduuduna disk) v3ou1enienisenduaumysy (membranes) 1191
o 9 < & ' o - ¥
msafadiomaveds FwrRusszinnmrasurionszaiulouda
as @ [ ad o 2] " !
FEmseivudietedieiinsaiadiomaueauds (solid-phase extraction, SPE) 1ilu
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Sample preparation techniques

1
o 1% i I Solvent extraction
— B solid phase extraction (SPE)
10% B Supercritical fluid extraction(SFE)

B Immunoaffinity extraction (IAE)

B Matrix solid phase dipersion (MSPD)
Automated SPE

B Dialysis

I Solid phase micro extraction (SPME)

B Mol mass filtration

511 212 matlamawioudiededieitanen lumsinazion [10]
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Fmsmsanasumaveunad (liquid-liquid extraction)
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azanei 1§ lumsszasiaesns Snnsdosdiiuiifiadudafiagumsaini
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Sinnerms idn sty lussuumadeundy (reversed phase) Ny lyaueavUFAMIL
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fums Fedanalidsmseen 18ieuazsums 1un udiidede Ao doadamsfinamududy
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SPE-columns
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SDB Qasis c18 Type of SPE-column

310 2.13 uansdevazafunduvesasgaduayiia (SDB, Oasis azFan1 C18) [10]

2.2.1 wanmsvesIsmsanadmeviaveuds

nanmsvedsmsanadrsmaveadadindnmamnunienalnlumsusnarsadie
fumaialasu Innsfuuuveaunal-veuna (Liquid-Liquid Chromatography) Tagesga
Fui191u3snsafadromavewdufuaiadeaduduitldluneduidmumain

TnsinInnaWuuuveunaIaus sougqs (High Performance Liquid Chromatograph, HPLC)
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(IUITY (membrane) Aauaasluzili 2.14
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n. . f.

UM 2.14 wilavesginsal n. wilaussylunszueniiae (syring barral), ¥. ¥iiaussydums

N30 (cartridge) Uaz A, FiladATlULALLA (disk) [11]
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Cartride Sample is loaded Matrix eluted Analytes eluted to

conditioning step onto the cartridge  to waste  Autosampler vial
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| ANALYTE INTERFERENCE; oo | ) ]

[} ¥
31 2.15 Fupeumsiaunsadadomavesda [12]

2.2.2 EmsiFnumsanademavewdaluuaazszuu [13]
2.2.2.1 Szuulﬂﬂgﬂuﬂﬁu(reversed phase)
1. msdsSuanig
A. 819 packing bed #281N 14D
v
B. @19 packing bed Aaetim3aasazaeiivivos
A0352 341311 packing bed it anourIUEITAI0E1S
2. MSHIUAITAIDE
HIUE15AI08191U packing bed Taelddas1m3 Inanualszanal 1.00-5.00 mL/min
A 9 Y L] sy a 'd o i .
e l¥msfedaideInsInsziudueguu packing bed
& )
3. YUABUMIIAN
' ¥ " ¥ v
rrasueauniuselumssudesvsemsiudloun lidesmsateaiazanofiileg
v
4, TUADUNTVY
Yo o d' (=1 3 A =y o
l¥dihazaten Ll ereasins ey
2.2.2.2 szuain@ (normal phase)

1. msisuaniig

814 packing bed A2oiviazans Tl doese3ali1¥ packing bed 1t anour LA

A8



2. MIHUAITA0E1Y
WIUENI$IBE191Y packing bed 1o ldon31n15 Tnaruilszana 1.00-5.00 mL/min
f @ v { a o ' :
e s dI0d19M9TIn5 1M UBYUY packing bed
2 )
3. YUADUMIANS
. v ' v ¥
e uniusslumssudeevs oasiud)oun lidesnmsaedwiazanei hifidn
E Y
4. VUADUNTVE

14
oo y o

¥ vihazaenie mevza1sinsiey
2.2.2.3 szuusanilaeleseu (ion exchanges)
1. msdsuaniig
v ' '
414 packing bed #0115 1a910 looounsomsazatiiesitnuus e lesoy
° o
A1lszuias 0.001-0.010 Tuans
2. MSHINAIIAIBENS
PUE3AIDY1UY packing bed Taelddn31n13 Tnarualszans 1.00-2.00 mL/min
el esdedrafingins s ueguy packing bed
- v
3. YUADUMTAN
v 3 N Y .
yrasunauniusslunmstuleensomsdudeoun hidesmsaieifivsiaen
lospunSomsazauiiiesniinuuselesoud
v
4, YUADUMTYS
srdwmsazmoiianududuniogaszana 0.10-0.50 Tuars nieldmsazare

Hewinies

2.2.3 33UUMs Inarunedini SPE-C18

A159AFUURINDNIN] SPE ﬁmmm:ﬁumﬂwmﬂé”mﬁ 63.0-125.0 pm laousalu
ms Inaudazsyuvszdeuminzay Tigunaduly e ldlszdninmlumsqadu
anas Emsrumsazaivaslunedind SPE aunsoi IdialuszuusaTuiRuazussdu s
MISHYUINILA (centrifugal) 3o 1Fusadu (pressure) ifud Tuanaszuitiinis19nedni SPE
ﬁm'mmnmwian’hﬁuﬁnq'cgtmmﬁ (vacuum) M 19nodm] SPE dauaraslugalii 2.16

ITUUMS Inarkuvesveunaumsgadu ldnaodnpas wu

1) Taoussfsgalan
2) Tasussdudodiuian
3) ﬁuiuszunqwmma

4) 1ATDUNIYY
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3 a ar =
311 2.16 ussuazmaiinlums Inamsvesnszuaumsmsaiadiomaveauds
= o Y & o X 4
(n.Taousshsgalan, v.Taoussdudoduian, adluluszuugaanme, wnios

m'%m) [14]

2.2.4 gunsainlihAimsafademliaveauds

ar o

ms@,ﬂsﬁ'uﬁ“l‘i’f’iummﬁﬂﬁamwﬁﬁumu%a“luw'?am'ﬁﬁ‘ﬁt?gﬂmsqa;ﬂumsqnmm 3
anvay TavdmInajeziflunuuminiad (cartridge) n5onaen'le3d (syringe barelle) tazdn
dnwaizdhuusinuina (disk)

1) vaoa la5 a9 (syringe barelle)

mMsgaduIzgauITYeglunszueniaumlszana 1 lu 3 vesvanszuenian A
ueaslugiit 217 Taomsqaduszgniladudrauasdnundouiunza Indiofiadu naon
laSedTnnavss S inumsazawdud 1.00-25.00 mL ufls."lJSigﬁ‘l‘iﬁﬂ‘fo\lﬁ’éﬂl.L@i 0.0500
89 10,0000 g FurfumaealaSfseidefummonng annffinaisumsazmeuasy e
GRELERT
2) HUUMINIAT (Cartridges)

vndaiseniuh nednd Fazlimsussyadiovaealaded de fuiunSalndiedia
audladuunagdudwesmsgady uozussylunasaianvinadn daaaslugy 2.17
uAvAvesyssyiuetazvnadnnimana losed mnﬁﬂm'sqmsqwi'u'lﬁ'@'i”‘mwi 0.1000

4 1.0000 g
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Syri barrel-ike hody
(usually polypropylene, —jm-
sometimes glass)

Frits, 20pm pores
{usually polyethylene,
sometimes Teflon
or stainless steel)

| SPE Packing

Sorbent bed
(30-200 pm
sorbent particles)

i Luer Tip H

(M (V)

310 2.17 gunsalnedind SPE (n) waoala5ad (v) minsad (1)

ApdAw SPE Usznoudiodutlszneu 3 dau fie
® polypropylene tubes
® porous polyethylene frits
® sorbents LAZ/M30 stationary phases
) 9 ' o ' - A A A da
Yamuuuuaziuanvesmsgaduzgniladourunia Indiofaauitigngu
[ P 4 [l a o o
(porous  polyethylene frits) Awaaslugn 217 e liliasgadungaeennnaednd
] =3 < ey :l’w I o d:i.
daumnneziusiia wodlefiau (polyethylene) wonsniidaiiwiianithumnasy (Teflon) az
1 - 1 § o as ' @ o o o
dunmdeivesnsyueniianee ldineiumsdedmiedniazars  vinavesnedni
Q J 1 o = o 4 = o ‘;
SPE sziidsiunawnunaiiuegivifinamsqaduiiussy TasdSinavesmsgaduildey
J "o a o @ A 3 @ [ o : @ a o
Vuaghuumms IR iaianiomduileouludied masudniminmsinneingn
L E 4 ¥
grduszlinfszinahiiu 5.0% venhminmagady salulSnavesmsgaduiildeyil
¥ ¥
Asud 1.0000 §13 10.0000 g nivorNNIMTL AedNvINAGReETUSINUmMIgadFuToIn
a a o & g o ) - v -:5 Y 4 1 -
Whudiadniy Faldnmlumsasaunuiiuda Tuandernniniu vaznaoauivua Ing ¥l
dsgaduTinannnlumiseniy seldnmlumsasatesndnszana 20.00 wii wierios
- 4 ]
niu ua ldlSuavesdihazmefivnnnedmivinadn
3) UUULHULS (Disk)
wusuailumsgaduigndaduuinng disk) milounnnusy silaveausiy

v l#fidaeiu 3 ¥iia siausneziiy porous disk #l¥Tlaszninmsgady wilafiaouiiy
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9 ar Y =Y a o = 9 9 ar ar :: 3 =1
wuuldivasgadurianedwes uazyiiaganoldiuasgaduindiuloudmselonszam
4 - £ a a o
damaiden 19vzvuegivyiinvesmsgad

[} - ' wy ' o d
urygsETivaduRugUINa1IRA 4.0-90.0 mm vihwiwsiasludiuiae w

' . _ w = 2 ' | - "

(38071 disk cartridge Aauaelugii 2.18 Furuvsezilvanuaaznhaiunszuen
=1 dl ar o 1 =4 1

Aa01 914 unsdimnavesmsgadulesuin Saihldars Tnarn 1452 uddreynmiamisga
L | [ 9 9/ (] P Y g L3 @ ] - o L4
Fudvuialngersdeslsvinauduuisinieiu  Tasysz lewindnveaunuuiefe virlv
n’: w o A.-f 1 1 a ° @ ar ' o
TuneulumsadaErvuneniasuavesmsgady Mldewnsnadadledslditiusuau

FounsoWudIntadadlaiv

SPE packing embedded in glass fiber matrix

SPE Disc in typical holder ~<——— Sample reservoir

DisC¢  —m FHimmacceg Fritted glass base or

screen made of inert
material such as teflon-
coated steel

31U 218 uuuwsuIna [11)

2.2.5 nalnmamanuveaszuumsananavlavesuda
J:' ar 9 [ = u 'S 3 1o =i
ms‘nmsﬂszﬂa‘ufa:gﬂ1;fu‘lmumsawumﬂwmﬂ"luﬂaanuﬂ:vuﬂgﬂmm‘n
- J 1 = s o/ H -y é‘ 1 1
MAYUIZNINTIT AT IHA VMR usaifiavuszHINeYMA 1aun

v
[

U3

o o { a Ag 4
1) u39ARI1ad (Van der Waals) iunssdsgaiinavusenineasli

pat

b4
o

U3

=g}

4 Ll ; 1
2) usvlalna - laTwa (dipole - dipole) iz sAsgaTiAa¥LTEH 19N
3) usenuse lalasiou (Hydrogen - bridge bonding) a2
= i a J
4) uselihada (Blectrostatic) ilunssdagaifiatiulossu
o aa 1 T d” o Y o r dl Y a
wsnlgnserdne i dimanisnsgnsuaznisgaduieliinanalnnisuon
il »

milouluszuy IasuInns ¥ FaihisszuuInsmnInas Wuuuynd, szuuTasu Inns

9 Y = - =
gounay, szuvIasun Innsiuuvtanadou leouuazszuuTasin Inasuvionvuia
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2.2:5.1 ﬁ:’,umﬂﬂﬂﬂunau(lleversed phase)
Tuszuumadoundy ammguives Horvath-Sinanoglu ilaagiuiiiues Lifivs ifa

vinl¥Fanuiluvewdadamznaiaiusefumsdunso wu c2, c8 wie c18 udu
A [ = aa wa °y =& ar ar
H9991nngu learueauuAImivesdantninuauiaronit Gavzadeawusy iy

a - ¢ o o
aM139uNT0 A luglin 2.19

Ry Ri
I—OH +  RO=8i—R; ———o —R; + ROH
R Ry

31 2.19 AT Tva iy (silanisation) voadan [15]

o’ et ld: =t =S w " a 3/
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Cyanopropyl Sorbent

Si—0Q  O—Si(CHy),

Si 5+ B Hydrogen bonding
between aromatic
Si—0  CH,CH,CH,C=2N—— ,n1vie and the
He—N—H1 cyano surface.

NO,

3N 221 na'lamistasuluszuumatng [7)

2.3.5.3 szvusannfasuleseu (Ton exchange phase)

E 4 [

Wugmmsuanloseuilumsuann/doulszyszninmeaa  iludfdsmszni
aazmonazavends dadulessudrousenihada (electrostatic) TaonszuumIsee
= o Y cﬁ - 3/ s = nl & o o
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M3 2.3 uanaudazsinmsgadulunszuumsatadinmavesds (7]

Sorbent Structure Typical capacity/load
Reversed phase (nonpolar)
Octadecyl (C18) ......cccoveniiiinicanns -(CH,),;-C I-i3 it ——————— b TR At
Octyl (CB) ......coccsceeveeceenrerrirnn. =(CHg)-CH; . s i i s e i, YO
Etyl (C2) oo -CH,-CH; . RTINS, | | T
RAVETRIE ..conssinvsspnsns -CH,- CH.‘.-Cyclohexy! CHCRRER PRI VY 1 /|
PRI nisiisisannsmasssinins “CHy-CHy-CHy=(CgHs) <ovvvvrervrrrreercrirceesercnvsass v 10.6% C
Graphite carbon .........cc.ccccerevennn P BN .. oo sciion sl s
Copolymers ......c...ccccoeeceiccnnennnn. Styrene/divinylbenzene (PS/DVB) .........cccccvevuenee
Normal phase (polar)
Cyano (CN) .....oovvevrvriecirercens “(CHz)3 0N ...t csrerscrcss s seresenss st sssnnes 10.5% C, 2.4% N
AmiINo (NHy)......ccoovevvecviieianrccee <(CHy)3-NH, . e 0.4% C, 2.2% N
- S -(CH,), OCHﬁH(OH)CH,(OH) cermsensenneannees 8.6% G
SlICA GBI ....c..oveeeeriennerrrnonamacarases GHOH ..o irmsmensssmosmsassesissmensassiasssmssiss ivsssssissmsi
FIOTSIL ..o U L - X 0 e
AlUMING oo Al,0,
lon exchanger
AMING (NHy) oo “(CHa)3"NH3* CF ooovo . 1.6 METYG
Quaternary amine ...................... =(CHp)3-N(CHy)3* Cl .o 0.7 MEGYG
Carboxylic acid ...............cooo....... -(CH,)5-CO0-H+ ... ... 0.4 meqg/g
Sulfonic acid ..............c.ccooennne. =(CHy)s-(CgHs)-S05 H* m— T
COlION BCRANGEY........c.couonmesnsiscs PRIDVMBEAY HY ooionsamisimsmsismsimmmiisin B G
Anion exchanger.......................... PS/OVB-CH,-N(CHy)3* CF oo ... 1.2 MQ/Q

uAnzyiavesmgaduss Idnavhauiareiu wu lussuumadoundu (cis, cs,
v ¥ td £ d
c2) e ldiduuuyhifidr usal§ATonluszvuiwduus sfunednad aunsousnia
¥
msiszaeves Isindnuaz hilymsisznevez Tsindn 19lumsadaluagams lifivaen
¥ | 4 ]
a3l TasdnAudrasgaduriia c8 wilusslumistaiums Lifida18desnd c18 vaizh
yila C2  sriusalumistadu1ddesiigauazyrarseon’ldisalaslddnihnzainios
1 ar 1 = o 4:& = o 1
Y%carbon loading v¥ANTUUGWANTATIIQATY Gavilamsgadu c2 HAreuaz carbon
] b

loading Wieefiga dniu C2 aliussbasumaiesndi C18
¥
dmluszyudalnd 9w arsgadusiialeoiTu (Cyano)  a1nsouonldna

o e’: L] o’: o ] s L ar o
msilszaeuniivauas lulivs mshaszmilouduszuuadoundufondaninnsliy
E L4 v ]
anmudnzaunsousn ldisasiivauas hilidn useidadiuusslaTwa (dipole) senireans
- o o ' d a ar - = o = o A '
nswinungululas viemsgaduriaezgiunlflumsadamsszgiivniifivinadg
&

50.0-200.0 pm WuFIvBINIRAFUIEATURzgiTuA s ausy TaTasnudumylaasend
Tasiifitorvesdminauguns i nieviiamsgaduyiialasea (Dioh) vz1duon

v v [
msdszneviivalasdses lufivaeenindledis ussidaluiuss lelasiou nannis
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Mnuzadwiuganusaud Idnalunmsiinudni dauluszuuuannlaoulesou 1wy
L ] H d-
nquezii Tuamnsanenasiivmseuannlasulooouiisaoou (weak ion exchanger) 11337
avzaiaiuse lalasnudvmsdssneungy OH, NH #3o SH uonsnmsgaduiina1iin
cl,w o a v A a ° = =) Y o o = o
1 daliruamsgaruaudn lumsiian Taginsaudonldmumsininmsiinsey
Aniudnsnansidenmsgaduriuegivesnlsznouvesmisiiediaiiinsia
- oy a aan [ L) .=i =) o 8 e ar
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. as o 1 = 9 a
M9 2.4 nfSouisuanuusavesddiiazaeszniessvumadnfuazseuumadoundsy

Aldlumsanadomaueands [13]

Normal Phase Weak Solvent Reversed Phase
Hexane Water
Isooctane Methanol

Toluene Isopropyl alcohol
Chloroform Acetonitrile
Methylene chloride Acetone
Tetrahydrofuran . Ethyl acetate
Ethyl ether Ethyl ether
Ethyl acetate Tetrahydrofuran
Acetone Methylene chloride
Acetonitrile Chloroform
Isopropyl alcohol / Toluene
Methanol Isooctane
Water Strong Solvent Hexane

2.2.7 madszgnaldan
acd o 4 ) o o &
dmsananroavesdutuitninnl$nnlunmsasauenais IHDIINF NN

s Ll

uunms?m'swﬁﬁuﬂ?ﬁaanmﬂmaﬂnmaﬂﬂﬂ%xﬁﬁ'ﬂm'sﬂmﬂauaanmnﬁwdn 1y
= LY o =1 a o o o 3 ar " = o

waanuannIInInemnzuazidszaniamlunmsdivamsduidouludledeiuazi$a
ausninnldneumsimsizidouiialasu Tnns il (gas chromatography, GC), Tasu1In
NITHYOUNAIANSTOUL Y (high performance liquid chromatography, HPLC) wiemniin
a & o 4 | - -
WNTILHOUY onmeansminnlaluaudieg wnune RN, INEATNTTUUAZTAUNAADY
yiaveImIgaguidoiunarsvilamemulsz@aniamlumsada MIAeNTIAYeImI9A
@ o .T] Y A & v ™ a ¢ o P - a
FuvuuavanITsuie Iiminzauiuamdingzy dauaasluased 2.5 uanisiave

8
a ar - ar o
GEEEL T ﬂnymsﬁuwwaqmigﬂmuua:n'ﬁﬂizqnﬂi%nu
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CARL Y Snuaziivin mstszgnaly
Cl8 Hydrophobic, non-polar | -l87T13 hydrophobic MIN&159%A aqueous
bonded silica phase ool Indoenaindsy wami yise
_nsdunidludiedini
-3, nmvadagiyludedie
-n3adunIlumn, insoady
Cs Hydrophobic, non-polar | -n&N3 hydrophobic uavz 'l esndi C18
bonded silica phase ol Indoenvindsu warmi g
Silica Hydrophilic, polar, nasiiddeivanhunaen
slightly basic phase @130207Y non-aqueous
-A20019 lysiy
-nivadagisluems
MU A, D, E uag K
-msduNIfdunsIen
Alumina A | Hydrophilic, polar, -LUN3 hydrophilic 910382018 non-aqueous
acidic phase -dmwa, ﬂuﬂﬁu‘lmi"ﬂﬂﬁx St wals
SNINLRITE
ey luemsdad
Alumina N | Hydrophilic, polar, -LUNT3 hydrophilic 1IN non-aqueous
neutral phase Al Tasdey
-mswauluemsdad
-m5sznoudunid
Alumina B | Hydrophilic, polar, -HUNT3 hydrophilic 9NTIALA1 non-aqueous

basic phase

U3, MIada iy, Msuang
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Accell Plus Hydrophilic, polar, acidic | -L&n#15 1998UUININAITALA Y non-
CM cation exchange phase aqueous LAY aqueous
-anaes Isau ou laniuas
immunoglobulin Tuan1IzA1980U
-msdUNIHFunTIZH
-MIAADIOUA
Accell Plus | Hydrophilic, polar, basic | -uanes lesouauinaisazaie non-
QMA anion exchange phase aqueous LINY aqueous
-Tus@u, touland, s Tnaydu, iy Ind
uondon’hd, dinald
-mslsznovdueain
Amino Hydrophilic, moderately -ﬁy'lfl‘uﬁ Tns l?;!m
Propyl NH2 | polar slightly basic phase -ﬁ"lﬂ 10 saccharides
-msdsznearluoauaziueadn
-msdsznoud
Cyano Propyl | Hydrophobic, moderately | -20619%03MaIM3 adhazanssunss
CN non-polar -nluiion
neutral phase HAnAuaMIe
0190 1a9
Diol Hydrophobic, moder ately | -A2089v0uMaIMI af M aza10duns e
non-polar -m"mq'lm‘iyw
neutral phase ¥z lunioadieons
-LlN®13 hydrophobic
DNPH-Silica | Reagent coated -113 formaldehyde, aldehydes L1a% ketones
Tuomea
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s a 4 k "
2.3 asazmemnsenaylalasnaslse (Tetracycline Hydrochloride)
" o = i o dd 1 ar = o L
msnqumnsdeaduiunguonlfineiimaalnaiunhs  dmsiunldediann

4 ar ] == ..‘} - e
lumsduse musoinulsndeg 18 uaninedeauazdoiolunis 1oy

2.3.1 gaauiamanitazmaenn

AuauAMuniiveunnFunduuaasdaluasiei 2.6

MINN 2.6 uaTAMuAliveunnsdonau

ARENAMUnL

Hoesindl : (4S 4a8,53S,6S,12aS)-4-Dimethylamino-
1,4,4a,5,5a,6,11,12a-octahydro-3,6,10,12,12a- pentahydroxy-
6-methyl-1,11-dioxonaphthacene-2-Carboxamide

gns luana C,,H,,N,0,-HCI

Jmt’i’n'inmqa (nfuAelun) | 480.9

AIA0R (DerraIFun) 214-215°C

viinzidlou cas 64-75-5

OH O OH HO 0o

Oxytetracycline: Ry=H, Ry=R3=0H
Tetracycline: Ry=Ra=H, Ry=0H
Chlortetracycline: Ry=Cl, Rp=0H, Ra=H
Doxycycline: Ry=Ra=H, R3=0H

31 2.23 Tnssadramsnquimnadondu [16]

mmdenauszlszneudviumIuaman 4 29Gssreiy octahydro-naphthacenes
{lueyWufues polycyclic naphthacenecarboxamide 'Iﬂumntjnf{vznﬁmfummgasms:qa
Streptomyces tTRAUWUT TN D RO ToRTY (chlortetracycline) Auwyluil f.7.1948
HENIINIFD Streptomyces aureofaciens ADVAUNUIIOBAFINNIHOAAY (oxytetracycline) U
WWandlo Streptomyces rimosus osidl a.g 1952 amnsondaon lugilfms danszd 14

TavAsozaounaniuesnnnmsnasmmisoaay 1dosnda Fon MNIeAaY
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(tetracyclines) A 9T IHansENUTooRITOT MnsFonaulunmsfiiidiofuauie fe
tetracycline, tetracycline hydrochloride LI8i¥ tetracycline phosphate complex

fidnvuziumndndmios Tufindu savudnitos uailudauile Tauuauanusag
luannzemady wydsguanialumshaudesglugdmsazaonie Tasanudeu
doafu Blufitunaanazids lugliifumsazaw sorftufigumgitessznienisdua
Tuntamsnanezivl$13ifes 12.00-24.00 $2Tue szRamsaatod Fuhuie 194929007
duq far 19 lunndudiutosn Tawiia ludrongumnsduaduluglindelelasnas lsd
unvzioniulugdunilyga

MIALDIUNNTIFUAAUIZAZ 10 1AA 1UIUDANDIDA (AU IUNIUDANALIONIUDA
@szina 1 Tu 100 daw) Wudu duiudaddifumsazareiildlumsata daumsazate
$manleTasmiveu wu tenivu aaslsWesy Bimes asmnidunaus: iazaonie
azmolddos azarirdtunate (1 T 10 dau) annseazae i@ lumsazansauas
e Tavazianilumisuvauaoy 1.0% i pH 1.80 4 2.80 AUANUAVOITINNI1FUAA UL
annafi pH A1 2.00 uazszgmimglumsazaeaiaun ansanaiumsazaodadou
filiazawdiylooouuan Tannsaazareldsluaisazansauazamsazarodrs aafaly
s1lloseunaniisn p Wunsa (osnt 3.00) uazlugilopevauzdin pH fhuda ananth
8.00) ansnegluzlues zwitterionic ¥£iA1 pH 1iuNA1 (4.00-7.00) snAnn pH vz
sz 5.60

fsazaemnnFenauiinnuaunsalunsinadadeusy Tang lessuvan 1dun
Fe',Fe”,Cu™, zn ™, Mn ™, Mg, Ca ™ iiludu msifnesiFedouvessismnsdonsuiu

o =) A. 1 a L) =) a J
Tanzagiinaviliiianmsn/aounlassaninasuveyd Tassilauazdfinamsifafianiy

[l
-

o e =1 Y o aaa = a oy (] _
agnuenie lanziiininlgnior gluvumsiiadadouszedlugyl TC + metal + ligand
¥
v [ ) o a

amsasuInssade dnfumsmnndoadusiausofanan19590Ini DNA 494

HUANGY

Tugnizasausauinnsed pH 19 e uuoulalasimmiidonau
(anhydrotetracycline) Lﬁﬂmmqm{uauﬁ11i1ﬂ§Uin1ﬂ°lﬁ'ﬁn1'wnsmsazqmnQﬁﬁqq Han1s
qtytﬁuﬁyﬁ;m{uauﬁmwﬁq sa fiu'lsasendavesnisueudmia 6 uazifanisngavenves
Tisnou (0-11 ¥3e 0-12) 55131923 D AU C uaziFoudeRidumiia 11-11a unu #anfaal
uowlaTasmns1Fundu (anhydrotetracycline, ATC) a1suon laTasmsdondugiies liviams

TWDINSIAADNINMI1FUARY (epianhydrotetracycline) TN 12z NIAVUAMT UOUAMMUIT 4 &4

' b d
uaaslugilii 2.24 guluvuvesleTawes Gisomer) mariise linunsofaldsznimsada
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daviimiles Mcllvaine #i pH 4.00 nioifiu 1 luanzoumgil 20°C Taolsi Tauues udasdi

mnsdaauansandy leglugilihiauidneldannziluas

Te;mu)ne Anhyc:_mr:gclme
| !
X g CHy . N(CHy,
DGOU YT,
I AP NH,

OHOOHOO C.)HOHODO

itetracycli
“p(inaa?ﬁ)m 4*euanhﬁm.;cydma
31N 2.24 Mm3sRadRMNIEUAAY (epianhydrotetracycline) taziou laTasmmdondu

(anhydrotetracycline) [17]

dawmsiiale Tamnsdoaau (isotetracycline) fin Tnoff Taudwmusi 12 luanig
ANi19 P-ketone vONiUT 11-11a Taonylansendimive 6 sxiFoudedudumia 11-

or 5 A i 1 ﬂ’ ey =) n‘: ar
keto Auaaslugzi 2.25 dsmsulasugimariive IdqauauiGuoswmualy Snvsdauaas

anuiluiivaeseane

\A H .‘ 3
o CO OH o° & OH
lsotetracycﬁ“.

3 2.25 msiialeTawes 54y (isomerization) vosmsazaemns 1dondu [17]

2.3.2 mIMawu
1 ar - { o J ' é « 1 ar { q
ongunmiduaduiueindaiulfded nuuaiice Falvemlnaiuintaie 1w
= o 4 aa o = Vo o A '
sengninnhehmedenuniiGaiunsuuinuazunsyay Ssmunseldmsade 1dn wu

4
Chlamydiaceae, Mycoplasma spp., Rickettsia spp., spirochaetes spp. udu UBNNNTUNNG
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ar a g a Y = -ﬂ” = o ar a a
goaauaunsoa s Tadanewstia swwdades, taauazuazlia nndszaninmms
mamvsanmsgeaaui 1ninis 1¥ed1anisvins
¥ v
M Foaaudum s AAUUARG N aerobic 1A anaerobic TauMMIIFUARY
- - @ o = e o P Y ¥ v ¥ g
dudsmsdunszd llsAuvoawanse munsoddauuafidonanududugandldondnlu
¥
Psinannududuioo mmsdonauszidn lvunials TuTeuuas mRNA Tasazdn el lumis
o N Y s a o o Y o "
ARUUANITOAIVIZVY transport MNSIFuAAUN TUEadUUARS vz U Tud e ls Ty
-3 o~ e o 4 o L] @ ar A
Toy 308 i lviiamstloanumsidndy aminoacyl-transfer RNA fidumisdasy A Fuily
1 L v L
Aumianiudoyn RNA-ribosome fariuonguiivzid lvinmssudamsdaunsizv Tosdiu
wazmamelevesnuaise uonlsluTauinwad eukaryotic 1@g prokaryotic @IHARAD
e ] u’: [N ' ¢ @ a’a’ ¥ 19 A a Yy 9
wuaiFoviniy lidswademaadadideagndlouy uadiins 19 uSinannududugaen
¥ |
dewaliidn U lwreddadidesgndoumaziutinsdunsied lsiin. mnsdoaduifa
Tangleooufian hiduiussumsfuuaiiss  udwuhmssuduuunii@ouervdawann
L
o o o o o - A
anweansamstudy  lsTulan  ®RNA  lunszuaumsdufimsdunsevuuniiGe &9
o o o o d ¥ =
wuniidouziiazanluwaduunaiise Bacillus cereus wazdainvsgndlouy nnmsifa
a 3 J ] o o o ol o L [] s a 9 o
WegouiivzagmolumiuradwarmnuuaiiGy Mldaamsimmmadoadudusad s Ta
Yanady
ar = tq Yo 1 [ Y o
mnsgendu lalasnae lsall ldmuednhevnannlumemsnsom  195nudu
¥ v
uaz TsmnaseTasezidn laedulsdaludeauazitone, 19t uihnanemsunaiiosly
thn, Tsaumalunszmnzemns, Tsaginddy Tsarmis, 1y, T¥5nmalua, Weawn
oLy, anzeyAInenesdnay, Taniasnimuniodeadniry teswaunuheunseld
Tuinndlassziumsniydyu Tauazflestumasniruvesda
dy o o A o a a =
wenniniidainms ldnlumedgdadifeflosiulsn  iunsnsaduTauazaiugy

uuaiisulasldluomnsdad luanigiinmsldlumplszina 90.0% uaz 40.0% lumalgdad

23.3 MIgaFn MInszemazmMIvueen
e o - J
Tumandanssumsmmsdoaduezgngaduszinadosas 60.0-80.0 Yo Faia
] v
swndmdiylesouTanzunidadumsiddfoun hinsmoSadsnadudsmagadums
4 o o W vy = =
Wedmlsgmuudrzdudhgiumeodinely 3000 wii uazezeengninioly 1.003.00
#ilus Tavnsznzomsezgadumnsdondwiion 75.0% msdadoulessunin 1wy
a g = o - o = v a & @
aguiilon, man, unairsuuazuuntiFoungezilosiumsgadumniidoaiy dannioudy
a e o : & o e
pmNsuazHaAnMsIuN  Swianaansalunszmzemisdalseneudvegiiiiouiazimin

' Ed
wadums mmiduaiulszinm 20.0-60.0% vealSunaen dsdaedialuasiei 2.7 dniu
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i = o = 1 [ = ow s
ﬂ?iﬁaﬂlﬁﬂﬁﬂ'ﬁ‘u'iTﬂﬂﬁ"l‘ilﬂﬂ‘i'\"’ﬁf}ﬂﬁl‘li')nﬂﬂﬂ]ﬂﬂﬂiﬂaluﬂﬁzLW'w, HAAAUNUULAZTDE
=] dy a = Y 9/ o a Qs d“ A 1
Man Hananu HOINGAVWIVIYIINIGLAT 'ﬁ'l'iwmiTWUﬂi‘Iuﬂzﬂ‘i3%1011‘5\311&]&]8?!"31—!

197 909319 wazorudTuduAmhinszgn (18) Aniudlddunisnsederaldifans

ondluuazmansaau Invesily

3191 2.7 1a@aana MmNy sm SN S auRonaas Mg e ms

= o
¥Ha nalamImau

a w s - P = = a o o
NﬁﬂﬂmmuNﬂiﬂﬁ'lsﬂﬂigﬂﬂﬂﬁ'wllﬂﬁl“ﬂﬂﬂ OANITIRATHVDINAANUNUY

=) = A
HID LUNUIYOY

A =] =2 =]

InapYBANAN AANIIAANUYBDIUNAN

01 digoxin aamsMaumaFinm uazvi Idoudaiiu
¥ [ b | =

ndmumsvuiudeuvouion Wy

S RETIN anlszdninmiauyesn

muaNuEluN BTy

wononil dufaudalunsznmzeins vunnndoadulelasnae lsdeziinsgadiu
Timuysal 1ifioaszana 60.0-80.0% veaSunaien inamsqgady luiauysaiiiessinmns
dondwiadiulosounioldaniznsauazars Tusiwamues Bar et al. (1971) wuh
Taden lumsvoaiinam Insgadumnidonduanasiosas 50.0 FTAANINTZIY
A2U0981 ﬁnﬁaﬁwa‘lﬁmﬁaéuq Imsiaudosas

mMuluszuunyudousenie msmnsideadusziinisnszaoriulasesuay
oo lumad Wandy, fhu, 1a, §118dn, ndwito nszgnuaz lunszen NaIINEIRIUAY
uBanzgnivesndumaiialudld dedueonmailaane MIMNIdeadueIsgniiia
nasnnmsudseniutyl 2.00-12.00 $2Tue Yusenunlulaazlszine 40.070.0% voq

s ly

2.2.4 HANIZNUINMS Y
¥ = ar a a T ] a a ar
ms lFlSunmeunnidoaduininnnulivedewaselse AnTamuesdy 119518914
' A o' ar ° = - [ o a = "
nuezueu lad ludu mldnamsulasundasdudsznoulviulugy dufivdody
$ 4 .
pd193uus 019830 1R wenvniifadenaliifalanduq awwn wu Tsnfahu, Maufaly

[ 3
nszmzsateemsnau 14, xfounaziesss, Mamssemofeatos uenanivliin



¥
= o

i ¥ )
udy, dudniruuazWenidusmiaiuwatesluthn YszdnFammsiauveslaana
l‘-& = o 1 { ' o A = J =
gedniims ldndudihondiulse laegudresi lfiiuanugunswoslsagadonnniu  ife
s : ar o' = o 5’: o = 9 A 1
mstudainmsdunsizd Wsauuazevssilmihminasasdndis  ieannliemnemis
a a ° =]
Paenzannaalng seaofesd 1dian
aay s = g @ (] 1 9 F=1

wennnil msmmsdeaduezd liulunszgauazitu  danadensadunadon
Tavszdn lihimzunaidonlunszgnuoniluglassademsniy@ulnvonszgn  dvoaily
uoznszquiludmies diel¥umsnnioaniinssd ewiliihedSuzuasiinndusion
a Y a A o 3 a < ¥ o 9 o
Aamiaaza iamsseamoifesanhdifannzmeandusangi, u'ld mldmsnuazidn
o = - vd o dy - = J 9/ o =
nwsgay Ialu@uin venanil Tsagluiorvszdaiu ldnnms 1dmmadendy

| 4 = 1 A A ' ﬂv 1

nansznumationufalugsszeznnmils Femsmariiszaesy vualildeams
¥ o a =) = Y A ar 1= [l
lsrwnnadoaaunion/aou i 1dunquauumulumssou udfervdawansenuluszezen
18 wu Tsmloasniay, msvhauweslauazdonlsseoaidon, fveenszgndany, 8ivay

W oa o A 47 A a - = o 9 ° s
muludedy, dialdeavaziiooianaadnin lfasnnuannsalumsinuveadia
- o & o - dd A = o o s e -
@oav,  ddimahaumasiivessaawafesfuarnisdunsizd Isaunliidulsn

v
Tafinng, Tsnraniiednunaz lsnia ilaaizuazimauiniadnd Wudy
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Y ¥

2.5 OUIBNINEITDY

1. D. Jedsadapattarakul [4] msta3oudanmiiianuuiqnigeninunavdia w14l
voudsBaimz (solid support) Iinlaagfuiifiussylunedinifies 19 e uay HPLC Taold
Twdunlonson'lad 100% (wh) afedamontdunauveadendtn v ldmsazat
TRBuIMAaINA (Na,Sio,) U5u pH 1M1 10.00 Areesazawnsa’lalasnaesn 15.0%
(viv) AAnaveaFant ueadi 18 T Idudsdaonio unse siuudts madanii 1damse
vuiulaegiuiinedind Ge waz HPLC dwmiunedmiveuniewdalasunTnns il T
o1l §ATer loa Tuiwdy (silanization) AuaisUszneuwineosmlunaelslaau wu
trimethylchlorosilane (TMCS) 122 hexamethyldisilizane (HMDS) mﬁ&ﬂﬁﬁ?uflmm"lwﬁuﬁu

. v
1o oo o w o e )

. . 4 o ~
octadecyltrichlorosilane (ODS) 49z lAiaagiuiidmivnedmineasunainiiiisinign 1i
aedu! GC uaz HPLC siimsasasdeutse@ninmvesnedul
2. Hisao Oka uazamz [19] Iinszronlfinengumnndoadu 18un sendimns
duAAU (oxytetracycline), INNTIFUAAY (tetracycline) 1Y AABDINNIFOAAY (chlortetracycline)
naulundadusiomisindimazidromaiin lnsan Inns Wuvufiviawes (tin  layer
HAa d a . : <4
chromatography), (ANa15810n 19'15% e (capillary electrophoresis) itag Insu Inns Wuuy
VOUHDIANTIOUL YN (high-performance liquid chromatography) Iﬂﬂﬁ%ﬁﬂ‘llﬂmﬂﬁﬂéﬁuﬁ
¥ 2
uazldmisazaro EDTA uaznsaeenananlusznirsdunsunisinsiziasudnisana
b d v [
msazmonazidamsduilou sudaunsumnsaniadimaindlasun Innsi
3. Collin R. Anderson UazAME [16] ANATINUINNIIFIATUIINAIDIIFTAA
1 g d’ as ] 1 oy J 9t = o ar ]
WU ey, o7, Uar, wy, Tulnuaziiie TasldiTmsuenasiinsizianasdindis
as ar (=1 o = o9 = -
Awitmsanadomavewds nasiundinszvalsmainveunailnsan Innsilyia
d ot o é 3 o ar ar
c18 n3e C18-RP fiflgiludinsania Faludumoumsasammadoniuaindaedis 14
asazaeiivles Mcllvaine/ethylenediaminetetraacetic acid (EDTA) i pH 4.00 1¥afanines
#0874 uazesazatwnsaeenaanHeay lummafoun
v v
4. Jiantao Li oA [20] afamsngummsidoadunimimededismsanadomle
o 4 ' o 4 = o
¥9U¥9 (SPE-C18) lasiyousie lavassiunies Insu Innsfueuvaraussouzge asdnia
ANNW1IAAY 365 nm 1Fesway 0.8% vesnsavesinuazezdIng lu'lasitumanaoun
INMINAABINLI A1 limits of detection (LODs) #i 5.00-12.00 ng/g UAuiloauuuINATIgIM
$ovaz 3.4-7.1 lunamsnaaey 1 5u uazdevar 3.2-8.9 lunamsmadoy 3 Ju mud sy
5. Xiao gang Hu uazanz [21] dnndismniidonau laelsy Molecularly imprinted

- '
polymer (MIP) lumsinoudintnaemsln, wielnuazuy uazasieiadiomseslnsuiIn
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n3MvpaMaIINTIAULYS (HPLC) msgadudilFfiniiaoynin 19.5 um infouasuuusune
dwed wai 1&3ouifousuudy non-imprinted polymer (NIP) 9innanisnaasswy 1ia
anuiludunsalugag 5.0-200.0 pg/L uazidgalumsasiniaeglugae 1.0-2.3 pg/L

6. Wendy C.  Andersen HazANE [22] 03529305111 F UL tracycline,
oxytetracycline, 182 chlortetracycline Tudavt1adauazuy Tavldnodmilanedwes SPE lu
msuenada uazasaeiadasaed! 8 mlaedouiildmsazaonaussniaunivea,
oedlas lu'lasia 0.1% vesnsarlesinnse 0.01 Tumsvesnsaeonanan uazasreafina
g179@Y 370 nm VAWANMINATDS dmsasniamsmnadoaduludeiisfunzusiinnm
Wty 50.0, 100.0, 200.0, 300.0 waY 400.0 ng/g FelRAPUNTUIIANIZB0AE 75.0 Haziia
Lﬁmmumﬂﬂgmﬁﬂmiﬁaaaz 10.0 c‘*ﬁﬂuﬁqadwﬁwzﬁmsmnf’m 25.0-400.0 ng/g uay
andaludoaum 50.0-300.0 ng/g

7. Eugen S. Andreiadis [23] AinnlszAnSnimvosnodnd sPE fifidaogiuiiilu
FAN1 C18 AWA1TAZAWNINTIFIY para-chloraniline (PCA) Tudni1ns Inauazanudindu
ey Taohundesuszuuiivues HPLC  Tasmsazaroszruneduiiduniosnsseia
Taoasa sri lgvianwasansm breakthrough YA W13 101ABTA199) 1?1”»1@1'1?11113@, PUUNAN

a o A o
ﬂ1ﬂ1ﬂﬂ'ﬂ{]llﬁ$iﬂﬂﬁ$ﬂ‘lﬂuﬂﬂﬂ
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MIAUHUNIUIY

<
3.1 manivazglnial

10

11.
12.
13.
14.
15.
16.
17.
18.
19.
20.
21.
22,

~
3.1.1 ansnu

. poANzIAnda Insaas 15 lesay (Octadecyltrichlorosilane) A.R.grade 158" Fluka

Tnswiianasls lmau (Trimethylchlorosilane) A.R.grade U5¥% Fluka
mnsdoniulalasaae 15 (Tetracycline Hydrochloride) HPLC grade 155% Fluka > 95.0%
laTandoy laTasnudomua (Disodium hydrogen phosphate anhydrous) A.R.grade U3HM
LAB SCAN

ASAFAIA (Critric acid monohydrate) A.R.grade UHN LAB SCAN

laTandomenidu lawliumni0:#msa (disodium ethylenendiamine tetracetate)
A.R.grade U589 LAB SCAN

ASADBNIAN (Oxalic acid) A.R.grade 154N LAB SCAN

) TYIQ?J‘L[ (Toluene) A.R.grade U5H% BDH

WS@Au (Pyridine) A.R.grade V51N LAB SCAN

. 023 1011 1058 (Acetonitrile) A.R.grade USHN LAB SCAN

oz Inlu'lnsd (Acetonitrile) HPLC grade U5H% LAB SCAN

WNMUBA (Methanol) A.R.grade U580 LAB SCAN

INUBA (Methanol) HPLC grade U38% LAB SCAN

TmAonleasonlad (Sodium hydroxide) A.R. grade US¥N LAB SCAN

nyn 18 lasAan3n (Hydrochloric acid) A.R. grade 155N LAB SCAN

uon Tl lansen 4@ (Ammonium hydroxide) A.R. grade U5 LAB SCAN
15113'1‘!?1151?111 (Parafin liquid for oil bath) A.R.grade 1SN Fisher Chemicals
ﬂﬁﬂiiﬂﬂ‘fﬂ (Chloroform) A.R.grade 158N BDH

lanaelstimu (Dichloromethane) A.R. grade U5 Fisher Scientific

82 1AU (Acetone) A.R.grade U350 LAB SCAN

1f‘lﬂﬁ"u (Distillation water) l.l.ﬁzﬁ"l‘lj‘i ‘!ﬂ‘il"lﬂ'lﬂﬂ’au(Deionization water, DI)

unaudn
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10.
11.
12.
13.
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3.1.2 n3eailenazginsal

.ﬂﬁﬂﬁqaﬂiiﬁﬁglﬁﬂﬂiﬂuI,L‘U‘U’s‘fmﬂ'i1ﬂ (Scanning  Electron  Microscope;  SEM):

1455VP/EDAX®, LEO

Lﬂéﬂﬂmﬂ‘ﬁuﬂ‘iﬁmﬂ?ﬂ o ladiiwes (Thermogravimetric Analyzer; TGA): Pyris 1 TGA,
Perkin Elmer

tﬂ?ﬂﬂ%ﬂﬁﬂﬁﬁ?ﬂﬁtﬂﬂﬁ;ﬂ‘iu (Surface Area Analyzer): Autosorb-1, Quana Chrome

IN5093ANITNILIUAIVDA oYN1n (Particle Size Analyzer): Mastersizer X, MaLYeRN

inseaiSosnsuadesy SursusamilnIngiitnos (Fourier  Transforms  Infrared

Spectrometer; FT-IR): FTIR spectrum GX, Perkin Element

. m30elns nﬂmnﬂﬂmmmmuwﬁmmmzqa (High Performance Liquid Chromatograph;

HPLC): water 510 HPLC pump/waters 486 Tunable absorbance detector, MILLIPORE
lﬂ?ﬂﬂﬁli}ﬂfﬁmﬂ‘; (pH meter): Model type 215 Denver Instrument
m‘%’ms’auﬁ'ﬂmmﬂaumﬂ (Sieve shaker): Refsch type vibro
AZINTITOU (Sieve) YUIA 35 1% (500 pm), 170 (4% (90 um) LAL 230 tU% (63 pm) : ASTM
El1, Endecotts Ltd.
AUHIANYS U (High temperature furnace): CSF 1200, Carbolite Furnaces
wivlamudeuaziluniu (Hotplate & stirrer): Framo® Geratetechnik, Model type: M21/1 m
130961 (Shaker) : GALLENKAMP
ﬁuﬂﬂmmﬁ (Vacuum pump) : ASPIRATOR A-35
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3.2 YUABUMTAUHUNUIDY

3.2.1 W3NRYMATAMAININAUTI
ot =1 =t e 3/
1) AnIEmsmisumsazarslv@osmdanannunaud
2) AnuIEmsmsoneynndanminmsazaeTsReuumFang
3) ATIVAVUNUANHULNNNININ-IANVBIDYNIAFANAIAT UUALNAUT?
- ATINUANHUSMIINITIWAIVOIDYMIATAM
Ed 1
- avvguanyuzmTnaiunRaznnagn uYeIeynInFam
- asguanyasnyiliduveseymagam

- arvguanvazmslasumavesoyningam

3.2.2 dunanzvidam-seanziandalninaelsluau
1) nssuFam-eeanziandalnsnan s laau AoUFaso laa luwdu
2) Falawitieala (end-capping) vesFamitad s fuseanziandansnaels laau
ud Taoinl§asedu InswianaeTs lanay
3) ATvUANYUTNIMEMN-RTivesoyMAFam-oennzanda Insnae 15 laau
- ATIINUNNYUTMINILNWAIVDIDYMIATANI-DANZIAATA InsAae 15 laay
- anpudnuuzmsnlisuaveseynadan-oonnzianda nsnaels lmay

- argudnyuzniiliiduveseymndam-seanzianda lnsaae1s laau

323 Mmsusig¥am-eeanziandainsaaelsluau (Miedam-c18) aslunaea

195999310 3 mL (50 x 6 mm i.d.)

3.2.4 aswaeunmiliidvesmsgadudan-c1s fvssglumasaladsdfinImiy

Tavldmsazaomnasgnunnadoniulelasaae’lss (HPLC grade) #iszdunim
Wududneg My tazasazaty spiked sample WFLTUABUMIATONFIOS Tavldmsga
FUFAN-C18 'ﬁm%'uu-ifuunzm?ﬁnﬂ?mmmws1c§uﬂﬁuﬁ'wm?aﬂﬂmﬂnﬂswl-ummfn
wuvmTIaREge (HPLC) wiewvanSouifiousyAninmiunedind SPE-CI8 mansdn

amsadan1Flumsszdumaidei

- ANUFUNUTIFudY (Linearity)

- mwlﬁm (Precision)

- AUULY (Accuracy)
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- FafmgaNITnATo U@ I150AII9 1A (Limit of Detection) Az YARIANITNATDY

lauazswaueiiinnugndesazuiué (Limit of Quantitation)
¢
325 InsvlSnamndeadulalasnaslsaludeaduny

3.2.6 ﬂ"g"llﬂﬁﬂ1‘5ﬂﬂﬂﬁ)ﬂlmz‘ﬂﬂﬂ'luﬂﬁﬂTiﬂﬂﬁﬁ)s‘i
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as =

3.3 I5M 3298
- 9 =t an a o ¥ Ve o ) d
anzildlunmswioueymaganmiaunsaiunlfithumaogiuilunodund

wivy laserfumseuuiuazuaionauIADYyAIA

3.3.1 msaseNmsazay
3.3.1.1 MaMBNaIIazaIensalalasnaein 0.10 M

Wmsazaiwnsa lalasaaesmduduu 83.60 mL laluvialSuiasvuia 1.00 aas

BonedanindusulTinasasy 1.0 3as werldidiy
3.3.1.2 mamssumsazaeninlalasnaein 15.0 % (viv)

msazatwnsala lasaaednduduun 150.00 mL laluvradlSuasvuia 1.00 aas

Fonsdroindunniinasasy 1.0 das e
3.3.1.3 mamssnasazaelafenlaasenlud 10.0 % (wiv)
FalmAon'laason'lad 100.0000 n3u ldiinned araredamingy mldluvaaiy
Wmesva 1.0 das Y50sinasdaeingy werldidhiy
33.1.4 mamssumsazaeuenlaiisilaasenled 15.0 % (vv)
wasazatwuen Tudion laasen ladun 150.0 mL laluvaadSuasvua 1.0 das
Fenedaohndusulsinasasy 1.0 das werlddhiy
3.3.1.5 mumssumsazaenagumnndonayrlalasnaelse 1000.00 ppm
[24]

Fansnasgnumnadonaulalasaaelsdnd o 00100 0y dasluviaia
13115 100.00 mL Tasazmouazll3uUSinasdrommiueasiia HPLC grade ansazaiviila
aunsafu131414 3 idou Taoifuiigamgi -20°C

3.3.1.6 mamssumsazmenngunmndenarlalninaelsd 100.00 ppm

tulamsazawinasgrumnsidondulalasnas lsannududu 100000 ppm 1
10.00 mL ld2a3ad3unsvunn 100.00 mL 1AAT0AIWWMIUBAYIIA HPLC grade 9%
Y51nmsasy 100.00 mL msazateit ldemnsaiu 131914 3 dou Taufufigamngi 200

3.3.1.7 mamsanmsazaesnasgnunnnvaaarlslasaaelsd 10.00 ppm
tnlamsazmemnasgrumnsidgoaiulalasnaslsa 100.00 ppm 11 1.00 mL Tdasly
12A3n151173 10.00 mL TagazasuazliulSunsdlommusariia HPLC grade a1sazany

&y 131414 3 1deu Taouiigungi -20°C
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3.3.1.8 MSIAENAITATMEINATIFIUNMIToAIUANMINTY 0.05, 0.10, 0.15,
0.20, 0.25, 0.50, 1.00, 2.00, 2.50, 3.50, 4.00, 5.00, 6.00, 7.00, 8.00, 10.00, 15.00, 20.00, 25.00,
30.00 ttaz 35.00 ppm
AILUATALAIONIATFIUNNS 1FBRAUANGNTY 0.05, 0.10, 0.15, 0.20, 0.25 Hag
0.50 ppm lastlilamisazaeaasigumnsdgoaaududy 10.00 ppm 171 0.05, 0.10, 0.15,
0.20, 0.25 uaz 0.50 mL lauaTalTuias 10.00 mL 1999 19A0WNIUOAYHA HPLC grade 31
1511935051 10.00 mL
W HUTITATAWNIATTIUNNTIFORAUANMTUYY 1.00, 2.00, 2.50, 3.50, 4.00, 5.00,
6.00, 7.00, 8.00, 10.00, 15.00, 20.00, 25.00, 30.00 4@ 35.00 ppm TastilaasazarwungIgIu
mnsIFeatuduLY 100.00 ppm 11 0.10, 0.20, 0.25, 0.35,0.40, 0.50, 0.60, 0.70, 0.80, 1.00, 1.50,
2.00, 2.50, 3.00 tag 3.50 mL laviaiaySuias 10.00 mL @evnauazilsuilSmasdle
mueawiin HPLC grade ufS1nAsAsy 10.00 mL Wiumsazawiigumgines 131418y
a1 1 e
3.3.1.9 MIAIBNEITAZAILNTABINMHUIANDDNYIAN
Fansavenandn 1.2600 n3y avanouazliulSinasdasiumiueaiia HPLC grade
luaiad5uas 1.00 das Taowsonldiudedu
3.3.1.10 msm3emlaadond
Fansavenendnin 1.2600 a3y azmouazliuSasdasinduluaaialines
1.00 an3
HeuEsazABNIABENMNANTINT oy uAVELE In Ty Insduiia HPLC grade UAZIUM
UBAY¥HUA HPLC grade 1udnas1a9u 65 : 15 : 20 (viv) nntunsosummadeufiglonszay
nsouUILIUATANAzBR 0.45 pm uaziiims lauda Taswiimsazmodaonsosdansy
Tasiin (ultrasonic bath) 111921 30.00 Wi esazatei ladeunTonldSudeTu
3.3.1.11 M3A38Na15a2a18 Mcllvaine buffer [24.]
FalaTmduylaTasiounoama 28.4000 N3y azasuazdudsuasdrotinduly
¥01)5u1l51195 1.00 Gas
FansadainluTulema 21.0000 3w azarouazlilSmasdrninauluyialiy
1511935 1.00 Ans
Wimsazawnsa®ain 1.00 aas waunuasazaielalmdonlalasmueama
625.00 mL Tuvaadailsuiasvuia 2.00 aas udaiue pH 191815230 4.00 + 0.05 Tasld

nialalasnansn 0.10 M viemsazats Aoy leasen lud 0.10 M
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3.3.1.12 M3A3EUETITaz Mcllvaine buffer - EDTA
Fala Tmdouomaulaeiiu-mnmsresdmsa 11 60.5000 03w Buasly Mellvaine
buffer Ansontunnde 3.3.1.11 welWidhiu msazarwitnion i 131 9meduant
3.3.1.13 mim‘%ﬂumsaznwéﬁadumnﬁvﬂq [24.]
ﬁ?aﬁamiuﬁ’nnwﬁn 5.0000 niu ualviazidua lalunasa polypropylene centrifuge
YUIA 50.0 mL IANTI15ALAIY Mcllvaine buffer - EDTA 1311015 20.00 mL wehway gy
Wunan 30.00 3u1# uaziimsdedudravesnasadva1sazalo Mellvaine buffer - EDTA
TurlS1193 2.00 mL 412 At mfuimaeaii duwedannsosvduiiunm 10.00 U
udahmsnyumdssdaonieanivaiiunm 10.00 wii §vnnE 2500 seudewfi wen
misazawii ldeenvinaznewduldluiinines duaznouiimaei lWiduaisazats
Mellvaine buffer - EDTA 1u1/31105 20.00 mL s1nsiusimswemazmissdisnadeluna
wazaNwS oAy ex ldmsazaeiomnluseviiaes thaznouit 1dinadad annss
TAoiAua1502018 Mellvaine buffer — EDTA 1/511@5 10.00 mL 91nfushmsgiiuna)
10.00 w1 udrimsmypumdsaiiuna 2000 1i drenE2 2500 sEUABIT ST
asazaeiiada ldnanun 3 afudhdaoiu
hmsazawi l@nnmsafaunsesiunizaunseialoudifiianuazidon
0.45 pm AWITVUYYINIAAZAIIAILAT ALY Mellvaine buffer - EDTA vz 1densazan
froula
33114 mamlsunsazmeiies I IndmyRANOINAsEMNNTERaY
lalasnae’lsa (spiked sample)
a'}'qﬁ'mtiuﬁ’wyﬂﬁ’ﬂ 5.0000 N3 lalunaen polypropylene centrifuge Y141 50.0 mL
valdaziden @umsazaomasgumnndoaduidudi 100,00 ppm 151185 0.10 mL 2214
#r0819@UNY (spiked sample) ATAIMTUTUVBIMNITIFBARY 1.00 ppm DTN ST
FunoumsaioudaetauidnIfude 3.3.1.13
FamImanesAmIEmsddy Tﬂmﬂﬁ;auﬂ?mmmsazmumnspummﬁuaﬁu
i TasiAumsazaanasgummsdoadududu 100.00 ppm USuas 0.30, 0.50, 0.70
oz 0.90 mL My vz 1ARI0d UMY (spiked sample) ANAIMMAITUVDINMIFORFY
3.00, 5.00, 7.00 1Az 9.00 ppm AIWHIAY wazhiethanmuturoumsesousuiefude
3.3.1.13
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3.3.2 mamseneymAsamonunaudng (4]
33.2.1 Emamssuasazmelwdemmaananunaudng
sidunau lwnfigamgd 700°C Wuna 1.00 $2Tus ndamiuinnualdasidon
U3 BUHIUAZIATITOUVIA 35 1% (mesh) wazdaunavdisew 188 wmsazaronsalalas
Aae3N 0.10 M Tasmsusiazaudion’esnrunazunanimingonauiiung 1.00 42l
mmfmh'lﬂﬂsmé’wnswnsmumua%’ tradauinduanirdeit 1didunans dudunayly
oufigaumgil 110°C unan 12.00 21w
Fudwnauudwatuimimindinivew i ldufumsazarwTndoy leasonlad
10.0% (wiv) figaimail 80-85°C ifuam 1.00 $2Tua TavSinasvesmsazaeiilddmamen

anududuvesmsazaw ladey laasenlad 10.0 % (wiv)
Si0,+2NaOH  —»Na,SiO, + H,0

xy%

X ( J
; 100
NaOH(required ) = W, x2MW .yoon)

¥
o

fmuald X fe iminveudwnay (nSu)
Y fio nlosiudvesdamiiiogluiduinay @)
MW.., foviminTmanavesdanoulaoenlad
MW.o 00 1f1wﬁ'ﬂuaﬂmaf1a'lmﬁuu'1aﬂmﬂ"lmﬁ

'?th’nsazmuﬁﬁvmmEiau'ﬁ‘lﬁ"lﬁaﬁuﬁqmnqﬁﬁmuazmmsniaqmmzmuﬁwnnu

neayyes vz ldmsazans lmRoumum@aing 10.0 % (wiv)
33.22 FEmanisveymagamanmsazmelwfesmumIana

Uiv pH vosmisazme lmdvuumaainadismsazaonsalalasnaosn 15.0% (viv)
Wil 10.00 a2 18vamady udnlsy pH dwmsazawnsalalasnanin 15.0% (wv) 1o
anauthy 1.00 e lfieaianisnszaed dumsazamenalidunm 24.00 $2Tus Y5uft
wyAwmsazmouen Tudlonleasenlad 15.0% (vv) Wity 7.00 1 levd 110°C W
24.00 ¥2Tua
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thoynndaniildmdedaonsaleTasnassadudulaonisuruazaudous
wimanuaziniearasn v 20.00 i N309AIUNTIUNSTDIYMMUBS Hragaeinduad
wwiunas sufigavgil 60°C Huna 12.00 2T il1ﬂ‘quﬁ1ﬂ15ﬂﬂtm$ﬁﬂﬁm1ﬂﬂlgﬂ’lﬂ;ﬁﬁ
M TABSOURIUAZLINITOUTUIA 170 LAz 230 1%

3.3.2.3 mnqmé’nymzmamumw-mﬁ«umwnm%ﬁmﬁm%umnunamﬁ’n
- ATnuanYue 3T 1leFanAumAliA Scanning Electron Microscopy (SEM)
- ATVAUANYULNINITLVIUAIVBIOYNINAWINATIA Light Scattering Analysis
(Mastersizer X)
- avRdnyss NS ud10maila Fourier Transforms Infrared Spectrometry (FT-IR)
- ﬂswﬂmﬁnumzmﬂ?mmﬁuﬁﬁauazmmmmgwquﬁ'smﬂ?m Surface Area

Analyzer

33.3 AnITmsduanzyidam — seanziandaInsnaelslaau [25]
149930 Kenvin D, 2003 [26] maia§azen loa lurduveseoanzinndalnsnae
¥ - aa a = e
s lwauuuleaiven wuivesdin aunsoifialdgeqaiiosnianilainge 50.0% wves
= o df = : A . ' '
Ysumaleaeanfivuiudniivue iflesnnnnavesnuneng (steric effect) JTNINY
poAnzianda Insnae Is lsaudofu 1nauddoves eussadl, 2550 [25] wudSunw
= = é & = -ﬁ' aia
Msazarwesanzanda insnae 1 loauiissns wilsvesSua lsar1ueavuiiuing
n’: = a 9 o ; a an
nanvaidulSinasiminzaulumsaaiussuuiuiingam
3.3.3.1 MITUATIZHTAN — seANzIAndaInsnasls lamay
" ] v ]
HFaN 1M 1AnInduaeud 3.3.2.2 11 5.0000 131 masluvIadunay 3 ABYLIA 500.00
[ o ' [l v
mL 13 Tngounysrnii1 95.00 mL Junu 5.00 urii figungiines @y InsAudiis
Twaniiu Tuavesmsazawesanzianda Insaae s lmau hmsiluniudefigaumgiives
[ v
Wunan 2.00 ¥2Tue nfudess @umsazaweeanzianda Insnaelslaay 9.84 x 10°
] ] v
Tua (03818 n3) (AEnsdnnaduaaslumamiin v.) fazaelu Ingdudivsimeiniir 5.00
mL avl/Tuvandunan 3 ae uazauasazaedonianiman TassWandfigamgi 110°C
Whunannu 48.00 42 Tue meldussomaveslulasioy
3.3.3.2 Yunsumsaladam-ssanziandalnsnaslslaauildainte 3.3.3.1
. . ¥ .
s dldnseswazdredroIngduilsmmmi wdnhlvuniuluasazae
= o :c icd o T @ n’: s a 4
reruezd In TuInsdh @fisasidiu 60:40) Hurnat 3.00 ¥ lue nniudandasuainls
- o o s a [ = d
v ozd InTu Insduazmiuen amwddy WSinasvesasudazyilafil 9819 500.00 mL)

e leungamail 140°C Tudougaanmenilunau 8.00 ¥ 1ua [27]
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3.3.3.3 AT0MANHULNINENNYLITAN - eANzIAnTaInsnasls-luay
- mswqmﬁﬂymzgﬂs'natgmﬂcquﬁmﬁ’aﬂmﬂﬁﬂ Scanning Electron Microscopy (SEM)
- A3 UANYAZNHIAFUA1WNATIA Fourier Transforms Infrared Spectrometry (FT-IR)

- arngudnyuzmsasuadiomailn Thermal Gravimetric Analysis (TGA)

3.3.4 Smsfunnzvdan-eeanziandainsnaelslvauiitlalaedanlng
wiianaelslaau [25)
33.4.1 MIiFuRnzHaan-seanzaadainsaaslslvauitalaedeing
wianaels lrau
YhFanmildnindumneu 3.3.3.2 11 5.0000 5y masTuvaaduna 3 Ao A Tngdudi
Us1rimin 195.00 mL Tunu 10,00 ud figamgiiies @ niauasly 1.94 x 107 Tua v
msi‘]umuﬁaﬁqquﬁﬁmai‘lunm 2.00 52 Tus Avw 9 Wuarsazarn Inswfianasls lxay
1.94 x 10° Tua (21140 a3y) GEmsAinnadaaslunanuan a) fazawlyIngdui
Y3191 5.00 mL avhluwaml§asen aumsazaedouianimin ud3ndndigangd
110°C Whuranuu 60.00 52T nwldussonavesluTasou
33.42 Yuneumsdadam-seamzandalmnaelslmmmitlmlmeddnsndonce
Wlay Aldonde 3.3.4.1
ihndadaain 1dunseauardredanIngduiisimeimi amdaelanasTsiim,
ammueaiazezd Tau mwddy TaedSumsvesmsudazsiiai 191917 500.00 mL 1i o
figamgi 110°C Tudougaameniiunaim 12.00 §2 s [28]
3343 anegadnyazmaman-niivesiam-seamandalnnaelslumd
Umlmenwnsnmanaelslaan
- asudnuuz3IlsdnyaziaganAumAatia Scanning Electron Microscopy
(SEM)
- Avnfudnyaznileidudrumaiin Fourier Transforms Infrared Spectrometry (FT-IR)

- arvguanyuzmIasuadumaiin Thermal Gravimetric Analysis (TGA)

3.3.5 M3UsIE¥an-C18 ienumsiadmandrasluvasaleied
- Fagan1-C18 nilavarenieslwdasuau 0.5000 sy
1 e a o » g o e o
- laWsansluvaea 1959911 3.0 mL (50 x 6 mm i.d) MIMiuRIMsUsTEFAMA
<& : o = 9 9 a o a o A Y an
FuhmimnGeuissudinslunaealaiesn mesouq vaealasaliig e lddani-cis

molunaealaSetsautiunazatinaue
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q,: I & ar -:; = .: é o o
- niniulavsadndw ez ldnedund sPE-C18 MiwToutiu FalidnuuzRauaaslugy

=h.
(73]
—

< Medical Grade
Polypropylene Tube

<4+———— Porous Polyethylene Frit
4+ stationary Phase

*——————— Porous Polyethylene Frit

i o aa a d
31N 3.1 ueAsdnvaizmsussydan-c18 aslunaealaded

33.6 AnulszanSnmuesneding SPE-C18 fnTantiu
vhaeind SPE-C18 unSouitu lnagoudsz@nanm TaonA1A199 &ait
1) mduseAnnsuoniea (Distribution Coefficient)
2) Breakthrough
3) urlnmeIANUY (Capacity factor,k')
4) 9 mmawmu‘nqyﬁ (Number of theoretical plates of the column, N)
33.6.1 muszansmsuonuog (Distribution Coefficient) [29]
mimaaumﬁﬁnﬂszﬁwfs"ﬂmmmmaz'h’s"ﬁmimammsqwﬁ’uuummnéf (batch
sorption experiments) 1ag$a@aN1-C18 MAouduIN 0.1000 N3y laluwiaginsasvna
50.00 mL 'u1ﬂ1fu1ffﬁ1sazmumwwj}'ﬂﬂEummmmmmn’fui’fu 0.10 ppm udS1as 10.00
mL 1hwérii 175 seudewnit figungiiveuiunm 1.00 $2Tus vimfunsesasazaole
Tasaeiadauines HPLC Rilannzinsasdsde il [24]
AodNY : HiQ Sil C18 W 5 um (150 x 4.6 mm i.d.)
fIn32030 : 1705293082 1M1 360 nm
msazmomlanioud (3.3.1.10) : oxalic acid/acetonitile/methanol (65/15/20, v/v)
851015 Ivia : 1.00 mL/min

USuasinia :20 pL
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1

MMINAAIAIMITNSV AN Tasnldsuanudutuvesmisazaumnssonauy

i1 0.30, 0.50, 0.70, 0.90, 1.00, 3.00, 4.00, 5.00, 7.00 ttaz 9.00 Ty InsnTudeiiadansuazuAas
e &
ANUYUTUI 3 AT

3.3.6.2 Breakthrough
& a ar Y 4 q' = d" o
dlunsnaaeuiionyaduivoanedinl SPE-CI8 w3 suiu Taoiharsazatomni
] b 4
Foaaua iy 10.00 ppm USR5 25.00 mL WFIUABEY SPE-CI8 TS vady Tauify
aM3armeNn9 1.00 mL udnhmsazarsudaziasaasmny ldmnsesmumusuiifinag
ar = s - A L ar
az1un 0.45 pm 1as1iaSmaumnidoniudrnnies HPLC [23] Areanizisuifioddy

99 3.3.6.1 m'ldnnauns [23]

Ve =0.05C, (1)
nnavg vV, = 171103 breakthrough
C = ANUTUTUSHAY

o

]
° I

i ldnnmsnaaesnmasansszniSnasvesaisazarwiifn 18 (mL) u
unu X Muanduduvoaunnsdoaiu (ppm) finsr93a 18 luunn v
3.3.6.3 uﬂnmai’mmq (Carpacity factor,k') [23]
nnnsmlildainde 33.62 aunsonswmiinasmsnely (V) wazlSunasle

A { o o J i ﬂy
waouh (v,) 14 hndnsmswnmesanug 1dnnauns (23] delalii

V,=V,1+K" o)
130
k= KR— -1 (3)
Vi
Taw
V, =0.5C, @
mnemg Vv, = USasn15ae13 (retention volumn)

Vi YTunasidmndoun
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3.3.6.4 iimmma‘nmunquﬁ (Number of theoretical plates of the column, N) [23]
nnnait ldnnde 3.3.6.2 aunsomiar v, uazsudisaumnasgimveans (o)

v ay v ' a:y
19 dindnnasnoumanmangui 1dnnaumsde Ui

yt-a)) ©
Ov

ninemg O, = Aufsauuinasgueans
3.3.65 maldamaldniennamy (Ruggedness)
hasazawmangummgeaduinnududu 500 ppm YS11A5 1000 mL
(3.3.1.8) M uAeAI SPE-CI8 namsduazinionduies dadesliuaninzvensdu
SPE-CI8 musuaou [24] dai
D duneumsiiuaniazaeding SPE-CI8
rmsgadulunaen lad sidaomsazaommiuen 30.00 mL udanmdanindu 20,00 mL

2)  FuneumsHeh

AT Az MBNANgIMMNSenauin sty 5.00 ppm 131705 10.00 mL
3) Yuneumsdna

Hhindu5a1n5 20.00 mL rasgadulumanonlaed uazialfints Seszninduaoy
msSuannrdiuneunisdidesse Siodrlineding SPE-C1s L
4) ‘i';'uﬂaumwz [24]

¥EADAIN SPE-C18 A10m130a10nIAMINeaneons1anlsu1as 6.00 mL asluvia
Y5u1511a3 10.00 mL w515 nasdamindusuddaliulsas Whasazaei 14
ATBIH IS URTIAWAB A 045 um uAAs IS enauduns e HPLC a1z
WURLINUYD 3.3.6.1

v £ v
NIMINARDIE 3 Ju uaaziuid 7 a5 Taoldnodu! SPE-C18 Suify

3.3.7 naaeuanulyldvesnedni! SPE-C18 inSendu
3.3.7.1 ANNENUSIFUEY (Linearity)
1. System linearity

nmsazasnangmmmadeaiuidudu 0.0s, 0.10, 0.15, 0.20, 0.25, 0.50, 1.00

’

2.00, 2.50, 3.50, 4.00, 5.00, 6.00, 7.00, 8.00, 10.00, 15.00, 20.00, 25.00, 30.00 ttae 35.00 ppm i

=

'] 1 d £ 'S
wiow 149 nde 3.3.1.8 wikunednd SPE-C18 fimIsuduuazmanistiaduaeuludon
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¥ $ »
3.3.6.5 UATAIINVIAYTINMMNIIFUAAUAILIATI HPLC uaazaMududuiieg 6 ase w

' a s a 9 [ s Y g ' ¥ 3
ﬂ']lﬂﬁﬂ'l]ﬂﬂﬁﬂl.‘lﬂl"1m1’|ﬂ"luulﬂﬂllﬂﬁgigﬂﬂﬂ'nﬂﬁlll‘llu W'ﬂﬂ@]ﬂ?"lﬂszﬂ’)'lxlﬂ’ﬂllﬁlll‘lﬂl‘l]ﬂﬁ

]
ar =

MIATAWNIATTINMNIIFAAU (Unu X) uazdygnaiion1dmds oY) foum
auMsdUDANDY (regression) Tao 1935 Mdsaoatioufign (least squares method) MafifnIu
WU (slope) mdulszAnivesmssadule (Regression Coefficient, R”) UAZJARAINN Y V04
aumsduaanosaunsainnithunaeilumsfisrssnmssensuanugndoa1d
Taowavosnnuiuduasaiiaee 1dnsidunse ilanudu= 1 MR = 1

(Tawvialulvonsus R 0.999 &1 0.995) HarmYARAUNY y = 0
2. Method linearity

ihmsazmefimTonld0nde 3.3.1.13 uaz 3.3.1.14 wriunedun SPE-CI8 finson
Sunzmansfmntunouludod 3365 wariinsisinadaomios HPLC ufiazA1u

ar 3/

e ST e o ' 3 '
HUYUNIYT 7 A3 ‘u'l’diyfg‘liuﬂmuvlﬁ’flm’ﬂzia‘:ﬂ'l.lﬂ’l'lm‘lillﬂluu1waﬂﬂﬂ‘i1?\|i$ﬂ‘i‘l\1ﬂﬂu

]
=

Wudumsinasgummsdonau @ou X) uasiuiildinmdo @ou y) mans i
aumsiduannoy Taold55mdaestioniiga Manimanuduvosaumsduanoos Tums
ﬁmsanfhﬁuﬂs:ﬁnﬁfmaqmiﬁﬂﬁuhua:wﬁﬂunu Y dnsmiwndlunam lunisiioisan
MILOUTUAINYNADA
3.3.7.2 m]mi'?';m (Precision)

anudisafuminaasdanauindifosiuvesrananeuietiini mageyd
waonds Tanhesazamnangummssoaduiinnududy 5.00 ppm WIUADAIN SPE-
c18 Mnondunazmemsfnuiunoudod 33,65 Taoidn 7 afa asavindSunaumnsy
Fundudauinies HPLC ﬁm'ml%’auawmﬁnfjmmumm1§1uﬁ'uﬁ'nf (% Relative Standard

Deviation ; % RSD) naunisae 1l

SD x100
%RSD = ——— (6)
mnomg X = AURAIYDINANIITNARDA
&P = ANDBAVUNIATFINYRIMINATOY
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3.3.7.3 ﬂ’nugné’fm (Accuracy)
aunson 1aTaglddeyaninmani system linearity Taol¥gns
(¢, -¢,)x100

%Recovery R e (7
3

NUIBING) = aAnududuvesilediiduasazaATg Y

~

C
C = ANTUTUYDIAIDE13 (Unfortified sample)
C

= AMUENTUYOITAY AT T IUTIAN

[

v
e

3.3.7.4 YaMmgaRIsnAaeua159A5I97A 1A (Limit of Detection, LOD) Haz

Yadmganisnaseviduazsvavedhafinnugndoauazuiud (Limit of Quantitation,
LOQ)
idoyainldende 3.3.7.1 aou 2 ndnnamaniisaunasguveudazanm

uduvosnmmadondu udninnwasansiiummdudumnadondu o 1dyadaunu y

UNUAIY S,

A LOD wag LOQ Idvnaums de'luil

LOD =38, ®)

LOD =105, ! )
3.3.8 msasviaffinammandunduluietsiuvy
IATUNTTOTAIOAIDINAUNY 3 AID61 (§IDE1 A, B 1az C) mude 3.3.1.13 uag

. i ; 2 2 ;
3.3.1.14 WM UABAINT SPE-CIS T3 onduuaznamstiaudvunonludof 3365 uas

= A ' ar L) o D’ ﬂ’l’
'Jlﬂi'l%ﬁﬁﬂﬁ%’lﬂlﬂiﬂ\! HPLC Uaaza10819Nn1%1 7 A5
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'
= o

3.4 aIUNNINTIVY

1. Madrunil auzInonaasanniuma TuTadnwszveundudgammis
MAnsa
d = A o o 4 = d o =t
2. QUILIMSUAZIATBIIBINNINTAT AMSINGIMAAT douma Tu Tatwszaow

ndudigunmsaansziia



a
unnd4

Hanisnaasdtazenisiena

4.1 WaMIIASENRYMATAMINUAAVIN?

a g ) an A a %)
4.1.1 IATzHgUaNBULN MWV ILMaFamimssldainunaudnadae

main Scanning Electron Microscope

EHT=1000% WO= Fran  SgwA=SEL  Dale 104l 2007
May= 500X  ScenSpesd=@ Time :15:2153

l:: o g ﬁ ; L : aa d. = J g/ " Ll
3 41 dnvaziufuazgliveseymedamies suiunnunaudn Taskunssou

ﬁ?ﬂﬂ%l!ﬂ‘i\iﬁﬂ\lﬂ1ﬂ 200 tuy

o Famms suInUNa U IR IUAZIANTITOUYLIA 200 Y MTIASIEHEAYUS
: =) - L ) H L]
WUHMAZYUIAYDIDYNIARILINATIA Scanning Electron Microscope WUTIOYNIATANTAHIY
b4 ]
AZIUNTITOUVUIA 200 (% Honwae luunueu NuRSsy A e ueuenazlsaves

oynn lidlumsanay dumaslugili 4.1

4.1.2 359111zﬁminszmﬂﬁ’wmaqnm&“ﬁmﬁmmnﬁn Light Scattering analyzer

namsﬁﬂu1miﬂs:11wﬁ'wmaqnm%ﬁn'|ﬁm'%'ﬂu-ifuinnuﬂam’fnﬁPhumﬁ'%ﬁ':ﬂ
ATIATIVUIA 200 (% AIWINATIA light scattering analysis WuToymagan 1w Ingiidurin
guinmamAvegluga 16.2 pm iduruguénatsoynail 10-90% wweglusiediud 5.9-45.4

pm Aueaslugiin 4.2
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voRime -: 4 e S . 100

|-’)4f- 100 --

Particle Diameter

1l 42 mInszawdveseymadamiwivuainunaud

a d ‘E =i=a an 9 &
4.1.3 UANTAMUTINUNUNR AT VINAVBIFNTHOYNIATAMAINATEI Surface

Area Analyzer

awaaalugilin 4.3 wag 4.4

Volume [ cc/gl

Isothers

1448. 90
1304.01 , , ‘. I RN Oy e Sy Bl e e UL e et o
1158.12
1014.23
9695.34 f----
724.48 |-onn
579. 56
434.87
289.78

18489 ficsasaciisbeassunsagsiven

0.00
o.0000 0.1044 0.zoRs 0.3132 0.4177 0.sz21 0.6268 0.7310 0.8354 0.9398 1.0443

Relavive Pressurs, P/FPo

51/ 4. 3 To Tmmeni ldninmsuoaresunazdvesuune lulnsinuveseymaganminmsoy

=) a 4
Tannunaudn Taedns1eia81n509 Surface Area Analyzer
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BJK !ne.ro:p!.lunn Dwlley 4y

3.1909
R T e ) e s
2.5527

Z.28% --.--......‘..:.....A..‘ =

Duserpeion Drilog & | cefd

h
zg00

i00 soo0

' 20 50 :
10 100
Pore Dismerar (K)

1000

" oy 4 = A a
311 4.4 BIH desorption DV (log d) polt ¥83aymadamms sy nunaudi dedinsziaas

&
N304 Surface Area Analyzer

- aa ﬂ'. = 4 L) '
NARAMI IR IHeYMAFaMTInTounnunauddruezinsTeuvIng 200
Wy AI0IATO Surface area Analyzer faumaaluzUil 43 waz 44 wuheymedami
o -’1 bl o 2 E ' o '
dunsen 1ATinunA 5230 386.43 m'/g HAZYUIAFWY (pore diameter) dauTngjoglusg
175 A

4.1.4 Faszvimanidsuaeymadamdemaiia Thermal Gravimetric

Analysis

100

silicc}

—_—

]

Weight % (%) —— ——

75

0 100 200 300 400 S00 600 700 800
Tempersture ("C)

i 4 aa 4 4
310 4.5 031G uamsmsuldsumlasavesFamies sudunnunavdn
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'
daa =

HANISANTIEHFANMNATENINUNAVY1IAIUNATIA Thermal Gravimetric Analysis 613
uaaslugilii 4.5 wv'hfrmﬂ’nﬁqmumﬂ (Weight loss) "luai';qqquﬁgauﬁi 200°C A dy
vimsomssunidmudouludan Iﬂu%'auastf1nﬁﬂﬁqmﬂ1ﬂ (% Weight loss) 98¢ 11324
QNI faus 200-700°C

= ] d ar an
4.1.5 'Jmﬂ:ﬁwyﬁqﬂvuaqmﬂmnmﬁwmﬂﬁﬂ Fourier Transforms Infrared
Spectrometry
ar oy d' = J s 1 ar
mnaiuveseymagamnmssuvunnunaudn uansdalugii 4.6 Ranlnasy
vesmsganiiuidifgfo
1 -~ é = a \ C: —I
n. vy O-H Ua Fufanuse lalaswuseninluegaidseua 3437 cm
v. 1oy O-H s luszunnlszana 1630 cm.”
Al UAUMITUYDY Si~0-Si o8 luszuuiszana 1100 em”
1. UM ITUYRA Si-0 oy luszunlszana 804 cm”
= ar an A - 9 @ an 9 - 9 o dy
nisuisualnasuvesFamiwssunnunaud s udaninienisan [15,30] Hdoynaail
- 1@YAAY 3500 cm IHAINMITTULLVTAVOITUSS O-H
- [@YAAY 1600 cm’ NATINMISTULVLIOVOINYTE O-H
- [@UAAY 1100 cm” 1HAINASFUVD Si-O-Si
- ([AUAAY 980 cm” IAAINMI ULV LIDVDINUTE Si-OH

- l@UAAY 800 cm” INATINAITAUVDS Si-O

Lo 8

3437
- -OH

470

» - -Si-O—Si\/

40000 3000 2000 1500 1000 300 400.0
am-1

31 4.6 uarnsalnasy FT-IR vosoymadan
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¥ [l
Aniu NawamsAngudnyameanemwiaznilude 4.1.1 51 4.1.5 wuhdani
= é’ o o 1o § o o o
wsouduiiguanyuzmanie Taoia llveseadsdameniomlaogiuinlddmuiuans
o s = L] L é {
aaduluneding SPE fle flvuineyninegluaae 40.0-1000 pm Fuiuvinaiiasazais
g lvar i 1ddaousaTiudas hidududedldussdugadiouazdnuasgsiali
o v aa = = Y 9 aw dv ] = as
Suludeaiilunsenan Fdniiaion1dnnunavdnluauifoii:dqudnyazma

monmimang s Idduveadstamz I fuasesnnzinnda lnsaas s laau'le

4.2 MIvANNZHTaANM-sennzandalnsnaslslaay

421 mdmnzvgadnyazmMImennveteymadamiiaaiussiuesanzia
agalninaelsluaudiemaiia Scanning Electron Microscope

ar 4 df = aa a 9 o as = =1

anvuezlsuaznu@eymnFamnaciuseiueeansanda lnsnae 1s lasaudl
as s e; I = o g = L = g d:’ a ao L]
anvazAwaaluzili 4.7 wohiidnuaziui hiSvuRaduuuiuidam sweeymal

aiuaweuazgilsveseynia linivey

| EWT=1000kV. WD= 7
Mag= 100KX SconSpeed=8
L : : s o

. -A; . : = R TS
i 47 dnvaisiuiuazglswvessymedamiiad wiussiueeanzianda lnsnae s laay

TAUHIUNITTDUAWAZUNTIAAVUIA 200 (1%

d das " s
422 Jangrnyaniueymadamnahaiusiveeanzinndalnsnaslslxay
fenAiin Fourier Transforms Infrared Spectrometry

vnanlnaiuveseymagaminadaiuseiuesanzianda lnsnae 1s lman'ld
mlnasudie
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L) é = as ' d‘ -
n. ny O-H ta Fufause lelasiousznie luanad 3449 cm”
. 4oy O-H 9 luszulszanm 1634 cm”
A. HOUMITUYDI Si-0-Si o Iuszuuilszanas 1103 cm”

9. UHOUMS FUUVVIDVDINY —CH, 1Y —CH, 1350-1460 cm’’

€

isuivanlnaiuvesddmieionnnunaudnfudanmams (50,54] fideyadan

ﬁlﬁ‘ﬂﬂf‘l‘u 3500 cm LﬁﬂﬂTﬂﬂ1iﬁHLlﬁJUﬁﬂﬂlﬂ€ﬁﬂﬁz O-H

Sﬂ-

L’ﬁ‘Uﬂﬁu 1600 cm’ !ﬂﬁil'lﬂﬂ']‘iﬂﬂllﬂﬂ\iﬂilﬂdﬂﬂﬁ“ O-H

Sn.

@YAAY 1100 cm” FAINNITTUVD Si-O-Si
- aYnAY 980 cm” ARV FUUUVIDVBINYTS Si-OH

- MavAdY 800 cm” AR INMTFUVDS Si-O

150

34&9 2924 -CH2,-CH3

‘:-o.n 3000 2000 1500 1000 500 4000

31 4.8 uamsmlne sy FT-IR vesdamitasaiusefuseanzianda Insnaels lamy

aulaniuvesFanmnadaiuseiueesanzianda nsnas 13 laay I8 muna sy

a aa A a Y] o - - T &
vindlnasuvesFimiwisunnunasdn QU 4.6) fe Tanuduiiviuiisiuauady
2992-2846 cm” UASNTIUAVARY 1350-1460 cm’’ WunavesntsduuuusenaziuBaveam]
-CH, 12z —CH, Y84 ODS uazinuduanadNs19uauniy 3449 1a 1634 cm’ veInY —-OH
uavimna‘uﬂnu 805 cm” FaflumanINNsFUILLIOYBINLTE Si- -OH Yoy leauoauy

Auidam uaasheymavestinm ldaaiusziuseanziandalnsnasls laau
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4.2.3 Ianzimanasulaeymadamnahaiusyivesanzimadalnsnaelsly

uAINATA Thermal Gravimetric Analysis

ight lose= 14.5 %

8

£
|
|
|
|

-arbond loading = 11.9 %

]
|

Weight % (%) —— =

8
i

i

I

50 100 200 300 400 500 600 700 800 874"
" : Temperature ("C) -
3 4.9 n3 TG uamsmsnlfouuasravesdamiadaiussiuoeanziandalng

naols laau

HAINNIAUATIZHAIUNATIA Thermal Gravimetric Analysis wuh%’auamfmﬁnﬁqag
wweglusiegamail 200-700°C Aauaaslugilii 4.9 wuiﬁf)uaz'inuﬁymﬁnﬁqmﬂwﬁfhtﬁu
mﬂifmﬂmﬁuuﬁum1ﬂvaqeqn1ﬂ¢§ﬁmﬁ1ﬁ'lé'ﬁmﬁﬁé'wﬁuuz (Uit 4.5) uaasdiims
ahafusziumseoanziandalnsnae Is lmauuuituidan ity wuiﬁ’auazﬁ"mﬁnﬁqm

1011 (weight lose) 1M1 14.5 % U % carbond loading 1A 11.9 %

d

4.3 MIFUNNZHTaN-veANvanTa Insnasls lamuitalmedltinsufianas

15 lasau

431 mImnzvguinsaznamenwveseynadan-eeanziandalninaels
TauiitalnedeInsndanaelslsaudamaiin Scanning Electron Microscope

oynngan-eeanziandalnsnae 1s lsauiidadaiedo Insudianae Ts lawauii
dnuazdauaaslugilii 4.10 wuiﬁﬁnumzﬁuﬁﬂﬁﬁau fvualimivawe g1sreves

oy A bimiveumunnnhdamiauiuseiuseanzianda lnsnaels laay
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D= 7Tmm  SgralA=SET  Date 10 Jul 2007
— Mag= 100KX SconSpoed=8 Time 15:32:17
T RN | +

PN AT R

. T ) ! . .
i 410 dnvaiziuiunzglieveseymadant-eeanzianda Insnas 15 lsauiidaraw

aw'lnsamanae 15 lman Taorumss oudoazunsafavuIa 200 ws

432 Inneimilaifuveseymadam-seanzinndalnsnaelslmauitalaw
s'l"m'lmmﬁaﬂaais‘lmaué’wmﬁﬁﬂ Fourier Transforms Infrared Spectrometry

vnanlnasuveseyningani-oeanzianda lnsnae s lsauiitadaredaeing
witanae 1 lawaw I8aulnasuiimsgandudad

n. M3 O-H éﬁatﬁﬂﬁuﬁ:‘la'iamuszwiu'lmaqaﬁ 3449 cm’”

. 4oy O-H w0 luszulszuna 1634 cm”

A HOUMSAUYDS Si-0-Si oflusznulszinet 1103 cm”

8. uoUMsFUUUBAYE MY ~CH, 7 2992-2846 om”

. UDUMSFUINOVOINY —CH, 11az —CH, 1350-1460 cm”

- fitavndiu 3500 cm’ iRAnINMIdULYEAYEILDY O-H

- MAYAAY 1600 cm” IHAINMTFUNLVIDYOINYTE O-H

4

- MavAAY 1100 cm” IHANINMTTUVDS Si-O-Si

& -l a o s
- NiavAau 980 cm : INANNNITTUUYLIDUDINUTS Si-OH

.

R.

- fitauAdL 800 cm™ HANINNISFLVOS Si-O
anlnaiuvesdinr-eeanzandalnsnae Is lmauiitalmode Inswianasls la

mu'lﬁ'mﬂnn%’mﬁmﬁnmnmﬂnﬁ%'mlm?uﬁmﬁﬂ%’1qﬁuﬁzﬁuaaﬂnzmﬂcﬁa'lnsma'[s'lmnu

Awanslugilit 4.11 Ao Anflouniu 2992-2846 om™ A 1350-1460 em” Harduiiyann

4 < ' < : o
Tudhusavesmsdunuutavemy —CH, vos TMCS tazfivaruavadu 800 cm® Fufiaen



65

MITUNLLIBYDINUTE Si-OH UALFIIAVARY 3449 110z 1634 cm”’ YBINY —OH Yoy lu
14 1 ¥
aueauuiuFIEaMlianuduanas daisuiuaalaadudamiadmiuseiveeanziaada
¥
Insaaelslman  Aniulsaglheynavesdin-oeanziandansnae s lsaugnilaae

#e Insumanae1s laau

i 1630 1460
s0) 806

2854
as 3437
2924

469

10 1102

6.0

4000.0 3000 2000 1500 1000 500 400.0
an-1

3 411 uomemlnasy FT-IR vesdam-eeanziandalnsaae Is luauiitlaarsdaeins

wianan 15 lwau

4.2.3 Innzvimsnasuaveseymadam-seanziandansnaelslsmuiia

tmedelnsniianaelslwaudiemaiia Thermal Gravimetric Analysis

//

Weight % (%) =——— e
8
/

sl \\
ey
2 = N\.\
R T
»e 200 30 0 500 600 700 800 s00 1000 108t
Tempersture (°C)

3 412 3 TG uansddn-eeanzianda Insaae Ts lnauiidaaedae Insusiia

aanls lamay
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¥ '
a @ =

a d = . - 1
HADINNIT UATIZHAINATA Thermal Gravimetric Analysis wmﬁ'euazumuﬂﬂqm

o

mwegluaagangil 200-700 °c Fauaaslugyii 4.12 wudﬁ'muaﬂﬂmfmﬁ'nﬁqmumuﬁm
Lﬁnmﬂ?jyunﬁmﬁﬂuﬁumwl*utNaugmﬂ?uﬁmﬁﬁ%’uﬁuﬁzﬁ’uaaﬂmmﬂ%a'lmﬂaﬂi“lmrﬁu
(U1 4.9) wv'h%’auamf“mﬁﬂﬁqmmu'lﬂ (weight lose) 1M 1111 15.8 % A% % carbond loading
WY 12.9% waashdimsadreiusedums Inswifianae 1s Isauuuituindan-seansia
adansnaels luavuiy Taoinamaiuay do & %weight lose (M1 1.3% 11az i carbon load

] ¥
NN 1.1%

4.4 wamsanulszansnwnodnil SPE-C18

=y -y = ar ﬁ; = J o
Any1dseantammalasunInns Wasanedu SPE-C18  fiassudu Tasiia

asazaeIasgIumns iy le Tasaae lsaudumsadadonedund SPE-C18 finio
.3 as a o = d & ar
Y uazariafTinaummadeniulelasnaelsddunses HPLC dauanslumsnaassde
13.3.6

diohmanisnaasund NS Ime a1 dwaaslumanuon o uaz g 1dka
o da
Al Al

1 e a :: - = » - ' o =

1) ﬂmuﬂszt’mﬁﬂmmmm (Distribution coefficient, K) Li‘lumﬂwwmnnmuqa
MInsEnedveImIsEniamaegiunduamdoud Wehnnududuveunnideniui

s o é { o o 4
nsznwdlumsgaduuazmmaiouiiunudie C, uaz C, mudrdy smasans vl ldns v

5ond1 loTannenn1suanie (Distribution isotherms) Aauaaalugal 4.13

Andsra@nsnisuanuag

y=2.021x-0.023
R?=0.990

anudutuadslynegadn mg)

0 s 2 e Ra + = g ———

0 0.5 1 15 2 R 3 35
armuimdmodslutsiafiawi (mg)

31 4.13 leTwmeumsusnussveammsiivadulalasaaelsa
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AnuFuveens il 413 fio mdulszAninsuenussvesmsmiasgnmnsidundu
Talasnaelss Manuduiiswiiy 1 uaash msiidesmsusniimsnszaedieglumaed
fufinazmandouficsinauoansanisuonanaednd :1nranisnaasil K, nify 2.02
uaashasgaduiaiuvesms ldnnilummadoud uaznsllugilii 413 Suduass
A mnsdondulalasane lsdiimsnsznedegludani-c18 uazandouiiedrenaii

2) M Breakthrough (V,) tfumsnyaiifianisdudrvesmsgadulumsnaaes 19
msazatomnsIumnsgonaulalasnas lsaidudu 10.00 ppm UYs1193 25.00 mL s
nanBsfvaIgAMIin 0.5000 g Rauaasludoi 3.3.6.2 T8nsmdsaasluglii 4.14 uaz1dna
msnanssdanaaslunianuan g. ienasansmsznhaSinasmsirunedund laoiiy

N9 1.00 mL Auanududuinsiviala

breakthrough curve

pub ot
=N
-y

AvungItumsine i (ppm)
[y
ORNWLHEUVAONRWO

. - . A e L o R
012345678 9101112131415161718192021222324252627

Whnasdsiidaadint (ml)

310 4.14 Breakthrough curve ¥8amsazamnasgumndonaulelasane'lsd

nARTMEINTONIAT v, nuiniinas 11.20 mL ifugadigaiicnsgadusyhiannsaga
£
Fum3 14 100.0% uansd1 dsuasguez hiswisogngaduiumsgady ldimua &

L4 1 ]
vNdmYBUITMITITUNgABENIINABA N uazyandIsgadunuaannlunsgady

a

k4 ]
(Exhaustion,V,) lianansagadulddn lisdaus 15.00 mL uaasinihnlFnasgeganaisga
Fuannsonmsgaduasasguld

3) mulnAeIANY (Capacity factor, k) Humiiuaasliifiuiasiidesmsgn

miamin lunedinidfiiosla Taelleividemaden k' Ao idaegiufinazimmadond &

]
@ =

masgiviiiguauialumsmirmiisamsiinzd 18aneziia k' fige Unds k 1oy
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Tuga 1 <k < 10 MInmsnARes 1 k' idwanIddwanslumamean a. mify 4.78
& v 1 P W 9 ' PR ' o A e '
geogluriunusiioenivld (¢ = 1-10) uaash msfidesnsgnmizamilsamiesmuegly
ApdAu 19A
4) ﬁimmmn‘nmunqyﬁ (Number of theoretical plates of the column, N) tﬂu'ﬁi‘lﬁ
= o o L - | [ et s add =
vendulszAnimwvosneduihiimsgadulddiiosla  anmdnnisvesds InsinInsnsi
' o o o/ ar ' é
wdr s numanawmguiidmiunoding SPE-C18 uda vzl < 20 FennHanisnaans

o ' ! ‘; e 1 1 ar é 1 d' ar
wazfnalunamuan . wudm N Aldliswiiy 8.97 Fseglunuainasguivensy 14

4.5 wamsnaaevunnulyldvesnaduni SPE-C18

nanInarounNuldlduesnedin! SPE-CI8 dwanslumsnaassdon 3.3.7 1dwa
MINATOUMIITABTAIIY YBanedu] SPE-CI8 &l

1) System linearity lagviimsnanesisludef 3.3.7.1 aou 1 nuhanududuves
manasgummsdenaulelasnnelsdgegaiinedu spE-Cis ﬁlﬂ?ﬂﬂ%ﬂﬂ”ﬂ‘ﬁ’ﬂqﬂyq%‘[ﬁ
i 8.00 ppm Tuvaiziineding sPE-C18 aunsagaduldgegait 15.00 ppm uaziilol45s
paired-t-test TUMINATOUNANIIIATILH A 149 1nRDHINT SPE-CI8 Hagreeriindauandly
MAKUIN . Ui ¢ A1dvemssuaaiiy 030 Tass e samsitseduanwsiuls
95.0% nazfise AU S (n-1; 15-1 = 14) W 2.14 Wuh i ¢ 1@enassnnaniesndia
£ 910159 AR TIABHINT SPE-C18 14 2 yiialinamsinsizd liuandsiusdiiioddn

2) A1 Method linearity dnamsnanealasldaisazats spiked sample 3 #20613 Ao
A, B unz C dslumsnaneadof 3.3.7.1 aew 2 wudile 455 paired-t-test nacroy swaiild
MNFIBEN A, B unz C #1935 msafadaonedind SPE-C18 fissonduiazmamsd g ¢
Y 2.58, -1.32 wae -0.23 mudRy Taed ¢ vineseiissduanusiule 95.0% uazfisyay
s (@-1; 6-1 = 5) figwidy 2.57 wuh a1 ¢ Aldnamssnnatesndia ¢ a1
uaAsAedIng SPE-C18 a2 yilalinansns el hiuandadusduihiodidy

3) ANNGNARY (accuracy) nacoulavldmsazaenasguiitinududuveann
9oAau1NY9 0.05-8.00 ppm inisnaasdaluded 3371 aou1 Idnadauansly
MANUIN AL WU FoUaZMSAUNAY (% recovery) YBIADEUI SPE-CIS NI9MSEIAZT
w3 iy 56.0-97.0% s 77.0-98.0% Ad 1Ay

4) Amuifiens (precision) YWaMsINs LA 180IndoRt 3.3.7.2 1dandeamsly
marmuan o TasvhnmsuSoudouludnuazvesnnuniudald (repeatability, n = 7) lu

#6195 119 3 9 uazn MU 1] (reproducibility, n = 3) innududuvosmsunsgy
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" 1 v ¥
o a as oS A ] o 9 o
MNTIFUARY 5.00 ppm UYDIADANY SPE-C18 i3 uuvunazmanisid 1 i 1dduas

£
il ausaaaaaluaisn 4.1 uag 4.2 mudey

" ' v A 14
M319N 4.1 wadovazAudiouuuINAs IUFUINSYIRDaN SPE-CIS A3 ouiiuiaznams

A 1 1évinan 14

noawl | Aied repeatability reproducibility

SPE-C18 i %RSD,,, | %RSD, | HORRAT | %RSD,, | %RSD, | HORRAT
1 2.97 8.34 036

NNMIM 3 6.86 8.31 0.83 1.86 12.60 0.15
3 9.09 8.29 1.10
1 10.01 8.42 1.19

fedondu | 2 7.19 8.37 0.86 1.9 12.73 0.16
3 9.80 8.41 1.16

1 1 H Qr @ o 1 J
M13190 4.2 wadovazAuiisauumnasgIudninivoanodut SPE-CI8 MmSouiuuaznams

Sl
noaur | Medn Repeatability Reproducibility
SPE-CI18 | i %RSD,, | %RSD, | HORRAT | %RSD,, | %RSD, | HORRAT
N 1 5.21 8.32 0.63
M3 2 6.82 8.39 0.81 2.73 12.66 0.22
3 7.11 8.36 0.85
fnTou 1 5.84 8.40 0.70
it 2 14.96 8.46 1.77 2.80 12.79 0.22
3 17.36 8.46 2.05

WU 1A IndReatuuaziiimaiioedi ldunlsaiueendy1duie'ls) Taold Horwits

. o 1 o - 1 & 1
equation ATAIIUAIAAUIN A1, M1 Horat MInMsfeammut fisinteondi 2 daegly

:: o 1 ar 4 J = 4 4 @
inunneousyld (<2) uaaedl nedun! SPE-C18 Mnsnaduiinmundisefivenin'ld
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5) adgailiEnaaeuansni193ald (Limit of Detection, LOD) nazdadigai
Fenaaevlduazssanvediaiinaugndeanazimivgl (Limit of Quantitation, LOQ) 11Hafi
T80nmananosdodi 3.3.7.4 A LOD taz LOQ Ranansluninmuan 3. 1indredi
AUNY 3 @001 A, B uay Clavmsinasgumnigonaulalasnaelse (spiked sample)

agUnanmisnaaei ladauaaslunisa 4.3

A1519N 4.3 (aAIRa LOQ waz LOQ yoamsmnigonau lalasaaslsanriunodu! SPE-

] b
C18 NIMSAAz A o3I

Aodni SPE-CI8 | fedhail S,(ppm) | LOD (ppm) | LOQ (ppm)
1 0.19 0.22 0.75
NS 2 -1.60 0.31 1.03
3 0.18 0.40 1.34
1 0.17 0.02 0.06
RSzt 2 0.08 0.13 0.41
3 0.24 0.67 2.24

6) WSnannndeaduludedisdiuny A, B uaz € Tassimsnaasadsludof
33.8 ldradwaaslumanuon g nuhnnududumnadoadulelasaas lsdvoenadund

‘:‘ o~ J ar 1 o A al o ar
SPE-CI18 Nassnvyy 1“%3961\191111'11‘.! A, B 1ag Cimnu 0.68, 0.63 1AL 0.63 ppm AINAIAL

[

uazlunedunl SPE-C18 11amsfn i1iY 0.74, 0.69 1a2 0.55 ppm AW

]
=

Joyamnaaeunlfldvenadind spE-c18 agl 18 amsiaii 4.4
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MI1IN 4.4 llﬁﬂ\'lNﬁﬂ'ﬁﬂﬁﬁﬂﬂﬂ'ﬂijﬂlﬂﬁﬂm\iﬂﬂﬁﬂu SPE-C18 numMsniagniasouvuy

WS35

o 4
ADAVU

SPE-C18 N14N15M

[
DAUY

SPE-CI8 fia3oniu

System linearity | Equation y=925.1x y=933.7x
R’ 0.999 0.999
Range (ppm) | 0.05-15.00 0.05-8.00
Method linearity | Equation y =967.3x +407.0, y=832.0x + 714.8,
y = 886.5x + 661., y=895.2x +725.1,
y =940.2x +413.6, y = 898.7x + 596.0,
R’ 0.995, 0.986,
0.996, 0.990,
0.999, 0.994,
Range (ppm) | 1.00-9.00 1.00-9.00
Accuracy % Recovery | 56-97 77-98
Precision % RSD 1.86, 1.99,
2.72, 2.80,
LOD (ppm) 0.22, 0.75,
031, 1.03,
0.40, 134,
LOQ (ppm) 0.02, 0.06,
0.13, 0.41,
0.67, 2.24
Usinaludaed | A (ppm) 0.74 0.68
B 0.69 0.63
C 0.55 0.63

HIUINA : a = AIDGNAUNY A, b= A2I0819AUNY B, ¢ = M0d1fuMY C, d = nodiniii 114
- o odg v
1941, e = AodINTIN 144
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a3UnamsIe nazvora ey

5.1 agUwamsive

nnadioiinuh Famwioutunnunaudadohdanmiiniounnunauinagi
FILAZINSITOUYIA 200 Wy TidnuaizAuAGoY finnudugngu vina limivawouas
sieymaliidunsanan o unadaiuszivaseonnziandalnsnas Tslaamu
(octadecyltrichlorosilane, ODS) uazﬁm]awﬁim'lwmmjﬁmﬁa (end capping) #20@151N3
wianae 13 l@au (rimethylchlorosilane, TMCS) ndnirlussynszueniaeivig 3.00 mL
(50 X 6 mm i.d) uazgnnareulszaninmmsldauld Tavasndasmaiimesmalns
nInnsuazameada Tagnaassnumsazannasgiumnsgonan'lsTasnas lsauay
msazawiedwAuny Tasldmsazawnsawmueineonananiludszvaziimsaia
uazasrninlFnamnsidondulelasnae lsddrunies HPLC wudh nedni spE-Cis
wSoutuiimdnlsz@nsmsusnueg (Kp) M1 2.02 breakthrough (V) 191170 11.20 mL uvin
ADTANY (K) 1D 4.78 tazdwnumanmanguf (N) iy 8.97 wenmNTihimsnadoy
a1 18voaneding SPE-C18 AineniunFouidfivufunednd SPE-C18 mamstn Taold
Msazanasgummdoadulalasaae sd wud manudhuduasavesszuy (system
linearity) ¥oITMIIAEAIOMIATTIUMNIFundY laTasnanlsd 21 szauadudu Turae
0.05-35.00 ppm VenBRIY SPE-CIS MAToNIUIALNINNITAL wuhiimdulszaning
dndule ®Y) 01y 0.999 uaz 0.999 Amddy oldiesedumynnunddiedia 3 unds
A0 A, B uag C wuhinuihudunsavesszuy (method linearity) 19171 0.986, 0.990 1z
0994 Mm@y dmunedul SPE-CI8 RinTundu aziify 0.995, 0.996 uay 0.999
Awd 1Ay dmFunodud SPE-C18 n1an1si ArfevarmsAunduaglusag 77.0-98.0%
dmunemnifinToniunas 56.0-97.0% dmiunedunininisd Anflsanasgu
Fung (%RSD) Auaasnimmoud1d (repeatability) 9INN1INAADI 3 TU YDINDAW] SPE-
C18 MnToriuniiy 10.00, 7.91 uaz 9.80 MWWy dmFunedu! SPE-C18 Manisfi
N 2.97, 6.85 1AL 9.09 AMUEIAY tﬁvqmummgmﬁuﬁ’nf (%RSD) fuanannuiia 14
(reproducibility) YBIHANIITNAADITIN 3 T voenedIS SPE-CI8 AT ouduUAZNIINTAY
Y 1.99 uaz 1.89 mwdidy nuhanniisseg lunaaiieusy lduasiihumlszdiunm

- o o o A ; =) ' ey
(HoaveInedul SPE nunisiuazinioniulao1433 paired-t-test uag Horrat Wy 13
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anuuanAetiisdfyiiszduniuniule 95% Tamganisnacevannsonsiniald
(LOD) dmFunedini SPE-CI8 mamsfiinaassfudantiafumy 3 unas iy 0.22,031
1Az 0.40 ppm AMUHIAY LAZUDIABANY SPE-CIS fedouiu wihdy 0.75, 1.03 A% 1.34 ppm
AudAY ?mv';1qﬂﬁ3§nﬂﬁau1é'tm=swﬂuadnﬁmmgm’famazuﬁum (LOQ) Y04/ 79614
3 galunoduni SPE-C18 mamsfn Ml 0.02,0.13 a2 0.67 ppm AUEIRULAZABINT SPE-
C18 Fiasondu iy 0.06, 0.41 1A 2.24 ppm MUAIAY

a3l 18 hndmsiiimesmalasinTnnsiluazameadan I8 nmsnageuany
1918vesnedind spEC1s fimFonldninadse inmsiiimesuasimeadaegiunaaii
vouivlduazannsmnedini lihlseyadldduauiinssidiedieeiaiiisaenmududu

1.00-8.00 ppm

5.2 UBlaUDIUY

ManaMsIden ldnarnudidiedu §ivvldidemuonuzdmivanuitedeg T

a ar a o - ar aa 3 aa = ; =1
fie lumsnannedind sPE-C18 luFawidiad arsiimsdsvlgadam InTnunauniy i
o ' a b ] & o 9/ o da a a a J =t n‘:
anuasda Liuaninldire deezilinedniilssAnSamgamnntatu Bnvisnszuaums
o ar = & C: ' ar
afiusedvasesnnsiandaInsnae s laau Feoyniafidiunisadraiuss u

Sl
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Aen3ea Surface Area Analyzer



Sample ID :
Description
Comments
Sample weight
Adsorbate
Cross-Sec Area
Nonldeality
05:37
Molecular Wt

Station #

2.9819

SiO:

Ad 20, De 20, BET 11

00324 g
NITROGEN

16.2 Az/molecule
6.580E-05

28.0134 g/mol
1

Qutgas temp
Qutgas temp
P/Po Toler

Equil Time
Bath Temp.

350.0°C
10.0 hrs
0

77.40

BET Plot

Operator
Analysis Time
End of Run

File Name

87

Off
838.6 min
09/15/2006

490914 1 RAW

2.6867

2.3615

2.0663

1.7711

1.478%

LAW((Po/P)-1)]

1.1808

0.8886 |--seccuncdoaeacanand

0.5504

0.2952 p-vvem--

0.0000

0.0000

0.0318

0.0638

0.0953

0.1270

0.1588

Relavive Pressure,

0.1905

P/Po

0.22z3

0.2540 0.ZBS58

0.3178

Area 386.43
(m*/g)

311 9.1 Bet plot vosoymagFanmIsununaudn Tasdinzridunissdaonios

Surface area Analyzer
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Size (Lo) Result [n Size (Hi) Result Below
(Hm) (%) (Hm) (%)
0.05 0.00 1.32 0.00
1532 0.00 1.60 0.00
1.60 0.04 1.95 0.05
1.95 0.21 2.38 0.25
2.38 0.56 290 0.81
2.90 1.16 3.53 1.97
3.53 2.07 4.30 4.04
4.30 3.28 5.24 731
5.24 4.71 6.39 12.03
6.39 6.24 7.78 18.27
7.78 153 9.48 25.80
9.48 8.51 11.55 3431
11.55 9.05 14,08 43.36
14.08 9.15 17.15 52:51
17.15 8.93 20.90 61.45
2.90 8.47 25.46 69.92
25.46 7.83 31.01 77275
31.01 6.91 319 84.66
37.79 5.67 46.03 90.33
46.03 421 56.09 94.54
56.09 2.72 66.33 97.27
68.33 1.49 83.26 98.75
83.26 0.65 101.44 99.40
101.44 0.21 123.59 99.61
123.59 0.06 150.57 99.67
150.57 0.06 183.44 99.73
183.44 0.09 22351 99.82
223.51 0.09 27231 99.91
27231 0.07 331.77 99.98
331.77 0.02 404.21 100.00
404.21 0.00 492.47 100.00
492.47 0.00 600.00 100.00
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ER o o 1 a4 o J
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| ar 1 as ti = J ar 1 L
U %2 TnsinTnsunsudedresfumyiidunedu SPE-C18 w3 ouiu: (n) AU NAUNY

unasil 1 () AIvENAUMYLMALH 2 (1) AetdumyLmrah 3
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3 9.3 Tasin Insunswvesdumyfidumsazanasgummndondulalasaae 15d

) v ¥
(spiked sample) AMAGY 9.00 ppm NiHIUABINI SPE-C18 T3 ondu: (n)

AIBIIALMYUNATH 1 (¥) Aretedumyundsdi 2 () Metadumyunasii 3



MANUIN U,

dulsz@nEmsnanuaa (Distribution Coefficient)

29



100

'3 (v} a : a ¢
msannummanlszanimsuonunsvesasarmmnasgrumminaonaulslasnaelse

M9197 o1 .1 nansdeyansmaneumdauseAnEnsHInINIveIMTAZAIINATTIUINNT

sonaulalasnanlse
wun1dnia(x)
Yy 9
ANWUYNYY (ppm) v 2
B o AFIN R
1ISUAY Aunau (X))
1 2 3

0.50 103 189 156 149.33

0.70 154 198 203 185.00

0.90 245 302 310 285.67

1.00 277 293 379 316.33

3.00 1029 1066 900 098.33

4.00 1380 1210 1456 1348.67

5.00 1587 1824 1770 1727.00

7.00 2210 2453 2231 2298.00
9.00 2771 2717 2895 2794.33

nndeyatudmhuimdasidrumsnsznodiseninanududuvesmisazaromni

]
o o e

dundulalasnaelsdlumsgamnionlasgivifuanududuvesdignazarsluma

A4 4
naoUNINGAS
K. = [C]S
b=
],
4 J or q‘
e K, = MdusEAnFn1519ni9a (Distribution coefficient)
. = anududulumasgiui
A4 4

= anudutuluilanaoud

Taomamnduduluaegiui Idnnaumsiduasamsazaeinasgnummsdonanlalas

Aae'lsA (MAKWIN 9.1) y = 974.8x
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AMUAUTY (mg) | ANududY (mg)
mduszanimsuanueg (K,)
Tumsgad Tumsazaw
0.0355 0.0153 2.26
0.0510 0.0190 2.68
0.0607 0.0293 2.07
0.0675 0.0325 2.08
0.1976 0.1024 1.92
0.2616 0.1384 1.89
0.3228 0.1772 1.82
0.4643 0.2357 1.96
0.6133 0.2867 2.13

o Y1 oo s Y ¥ o ' 4 4 '

wiiuldhdaduvesnnududuvesmsazaelumsgaduinnniulamdoudi uaneh
or ar 1 L) y dl é as ar -

misazarwgngadulumisgadumnniazarweglummanoun FesanuduiusiFadu

' Y v ar & o o -
sgnieanududulumsgaduuazmaniouiiduwanslugi 4.14
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MANUIN €Y.

m Breakthrough, uﬂnmagmmq (Capacity factor, k") umzﬁmmmanmunqyﬁ

(Number of theoretical plates of the column, N)
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o o = d
M3MUINUA Breakthrough ¥esmsmnasgrummnivenarlalasnaelsd

Al A
N3 Breakthrough a1usauans laswiaeaszrieanudutuvesmsazatoduiy
v o = ar ' I~ ar = a0
Hetduiudfinumsgadusenhaavewdanzmaveanarilsnasmsazaoiiemg

M3sgauAaaslugln .1 (23]

o
2
g

05¢c

Concentration of the analyte

0.159 co

Ve \" Ve Vo

Volume of the effluent

31 8.1 uerAsdnuuzveans 1 Breakthrough

= i é o -7 o o
11905 MNTOM1LT1UAY Breakthrough (Breakthrough volume, V) a9z dfususiudiy

y ¥

anududu
v, =0.05C,

uaz
V., =0.5C,

¥ a o 4 as
Wwe ¢, = anududuvesmsinszigagaiinsiiald
b= v - s - s 4 &
vV, = U31nA3A904Y09015 NI 1ZH (Retention volume) 1AM T1avDIAIW

- 4 { [
WudumsTinszigeganasiia’ld
" ar a ol
Tagdoyan1sfnyIf1 Breakthrough weamsazmnasgummsvoadulalasnaelsdi

andudugega 10.00 ppm Amsgaduannsogady 14 uaasdaluaised g .1
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H 1 o - o
M39N .1 uaAedoyafny A1 Breakthrough voamsuasgmummsdonauleTasnanl5a

¥

. Arivuii1din () : ANIdNdY
Yanasi — Aundy i
A5aN _ (ppm) 1732999
(mL) (X) y
l 2 3 1@

1.0 0 0 0 0 0.00
2.0 70 42 55 56 0.06
3.0 68 40 67 58 0.06
4.0 75 68 64 69 0.07
5.0 89 68 75 77 0.08
6.0 94 77 82 84 0.09
7.0 94 75 66 78 0.08
8.0 93 63 92 82 0.09
9.0 121 54 130 102 0.10
10.0 148 161 157 155 0.16
11.0 155 986 318 486 0.50
12.0 226 2493 2107 1608 1.65
13.0 2104 4930 5271 4101 421
14.0 6319 7817 8320 7485 7.68
15.0 10468 10583 10334 10462 10.73
16.0 11177 10800 10508 10828 1111
17.0 11094 10411 10392 10632 10.91
18.0 10868 10590 10282 10580 10.85
19.0. 11628 10235 10643 10835 11.12
20.0 11121 10375 10460 10652 10.93
21.0 11876 10343 10652 10957 11.24
22.0 11876 10018 10044 10646 10.92
23.0 11573 10574 10111 10752 11.03
24.0 11222 10665 10484 10790 11.07
25.0 11266 10152 10190 10536 10.81
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wla C, = 10.97 ppm
¥

AU 0.5C, = 5.48 ppm

0.05C, = 0.54 ppm

¥ '
nndoyadudu wuhgadudvesmsgaduuazdsuinsnaog Ao 11.2 oz 13.8 mL Mudidy

1az91AN3 1M breakthrough sl IANABI ANY (Capacity factor, k7) Tdnnaums
Vo=V, (1+k)
uasﬁmaumawquuﬁ (Number of theoretical plates of the column, N) laninaums

N = VR(VR '“ZO-V)

ov
we v, = Ysnmasnseglumsgadu i 0.95 mL
o, = ANTOAVUIIATTIY INIAY 1.55

v " v
NNTHUNUMN 14 Tuaumsvudu
2wld k=478

N=8.97

¥
as

daiu wlnmesnuguesasgaduinzmanaamauiia iy 13.53 uas 8.97 aAud ey
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MANUIN §).

maannamanuiliudunsa (System Linearity)
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° A deat
-1 M3MUIUA System Linearity vosmsazawanasgrummsdgonanlalasnaslson

Taldviimssiunedini SPE-CI18

AT .1 HAAINANIIANYT System Linearity ¥vo3esazawmnasgumnivonaulelag

aae'lsan luldvimssuneduni SPE-CI8

L s 13 finG)
ANMTNTUNAY -
(ppn) UIUATI iod
1 2 3 4 5 6
0.00 0 0 0 0 0 0 0
0.05 0 13 60 55 71 65 54.00
0.10 110 | 102 | 100 99| 111 125 | 107.83
0.15 165 150 | 155 170 | 162 157 | 159.83
0.20 210 | 227| 226 230 228| 207 221.33
0.25 249 | 235 271 265 | 270 244 | 255.67
0.50 494 | 478 | 438 | 511 | 484 | 477| 48033
1.00 1050 | 972 (1222 | 1066 | 993 | 1123 | 1071.00
2.00 1789 | 1867 | 1995 | 1789 | 1748 | 1937 | 1854.17
3.00 2505 | 2695 | 2773 | 2687 | 2461 | 2940 | 2676.83
4.00 3384 | 3432 | 3522 | 3493 | 3725 | 3812 | 3561.33
5.00 4942 | 5011 | 4347 | 4932 | 5021 | 5298 | 4925.17
10.00 9114 | 9904 | 8978 | 10374 | 9991 | 11284 | 9940.83

vindeyatuau ldaumaidunse e y = 981.0x - 37.10

o
-«
1

=

¥
VNN slop 1Ty 1 w3e'hi Taum confidence interval (CI) 4 slop (b) 970

Cl 0 =b 11, S,

slop

Sy!x

V2 (x —%F

S, =
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S, fi0 standard deviation Y04 slop

2
=X
oe S,x= ((n—_z))—

S, 719 standard deviation Y94 regression line

ar £~
2 au
— :nemwlmam FINNTEA
10000 5 Y=981.0X‘37.10
| 2a
2 8000 - R?=0.997
£ 6000 -
£ |
£ 4000 -
2000 -
0o = b PRI
000 200 400 600 800 1000 12.00
arandaty (ppm)

30 9.1 waaansmhinasigvesmsazmmnasgumndoniulalasnae 1sai L ldHm

ABANY SPE-C18 Suduf 1

wld s, 2999.52

I

S, 105118.77

) ¥ .
Taom t 910A1519 (t,,,,) NI2AUTUAIINES (degree of freedom; d.f (n-2); 13-2 = 11) Tisz el

AU 1Y 95% A1 =2.23

CI 994 slop 981.0 +2.23 x 105118.77

»
981.0 +234414.86 (ﬁﬂllﬂ -233433.86 ﬁ\‘i 235395.86)
¥ ' " ¥
AU slop UHIIANFOLU AUA -233433.86 D19 235395.86
¥
01m‘i’qu'inf'n intercept WU origin (x =0, y = 0) %50 13 Taum confidence interval (CI) o4

intercept (a) 910

CIG' = ait(n_z)Sa
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(v, -y)
@Y p(n-2)

S, 10 standard deviation Y94 intercept

X; "y Y, x-X) | 6-7) | XV | @F)
0 0 0| -2.19-2109.03 479 | 4447998.17
005| 000| 5400| -2.14 | -2055.03 457 | 4223139.17
0.10| 001| 107.83| -2.09 | -2001.19 436 | 4004779.20
0.15| 0.02| 15983 | -2.04|-1949.19 4.15 | 3799358.98
020| 004 221.33| -1.99 | -1887.69 3.95 | 3563390.32
025| 0.06| 25567| -1.94 | -1853.36 3.75 | 3434947.41
050 | 025| 480.33| -1.69 | -1628.69 2.85 | 2652645.59
1.00| 1.00| 1071.00| -1.19 | -1038.03 141 | 1077501.67
200| 4.00| 185417 | -0.19| -254.86 0.04 |  64954.19
3.00| 9.00| 2676.83 0.81 | 567.81 0.66 | 322403.15
400 | 16.00| 3561.33 1.81 | 145231 329 | 210919143
500 | 25.00| 4925.17 2.81 | 2816.14 7.91 | 7930638.24
10.00 | 100.00 | 9940.83 7.81 | 7831.81| 61.04 | 61337178.26
WasIW | 2625 | 155.39 102.75 | 94520127.60
HaImaY 2.19 2109.03
wla s, = 1505.88

CI Y09 intercept 37.10+2.23 x 1505.88

v
37.10 + 3358.11 (A9u@ -3321.01 84 3395.21)

E . . ¥
A911Y intercept WHIINNMHFOUY AUA -3321.01 D4 3395.21
>
921U 1891 intercept Taitana19910 0 uaz stop liuand1991n 1 w3 1zaztiu seadaunu y

v liegluaumaiduass oz Idaumsiduasaiiu y = 974.8x
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NSINAISHIAN FIUNNNTEARY
12000
10000 - y=974.8x
L R?=0.997
€ 8000 - _
€ 6000 B Predicted Y
=
400
<& 000 —— Linear (Predicted
2000 Y)
0
000 200 400 600 800 1000 1200
Anuuinty (ppm)

3N g2 namansmuesigmvesmsazmnnasgummndoaau lalasaae 1san 1 ldru

ADAUY SPE-C18 SUAUN 2

asnaounuiuduassveansvunnsgiuTauld Residual analysis 1A

dr = yi . j>£
] :
e 1 = l....n
U d' g
y, = 17 1A91NNTNARDY
v, - A7 1A INAUNTIAUATY (Regression line; y = 974.8x)
Residual plot
300.00 -
200.00 - -
10000 { @ "
0.00 Mg : f ' ‘ -
e
-100.000.00 260 400 600 800 1000 12.00
-200.00 -
300.00 ¢
-300.00 J .
-400.00 -
Aranduin (ppm)

710 9.3 uaas Residual plot ¥eamsazaanasg s gonau lalasnaslsan luldnu

ADAUY SPE-C18



X, y, V. yi-¥i
0.05 54.00 48.74 5.26
0.10 107.83 97.48 10.35
0.15 159.83 146.22 13.61
0.20 221.33 194.96 26.37
0.25 255.67 243.70 11.97
0.50 480.33 487.40 -7.07
1.00 1071.00 974.80 96.20
2.00 1854.17 | 1949.60 -95.43
3.00 2676.83 | 2924.40 | -247.57
4.00 3561.33 |  3899.20 | -337.87
5.00 4925.17 |  4874.00 51.17
10.00 9940.83 | 9748.00 |  192.83

131N .3 WU residual (d) imMsnszaredunnnlnd nuneanui nsm

wasgiidinuihuduassiveusu 18 lugrenmdudi 0.05-10.00 ppm
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o woooa da
£-2 MIMUIUM System Linearity vosmsazaenasgrnummnaonanlalasaaelsan

1 w v
Hi1uARau SPE-C18 maniim

M9199 §.2 LAAINANITANY System Linearity voamsazawmnasgiumniaonaulalas

nao lsANFUADAU SPE-C18 N19MIAT

ANt MANUFIVOITA
NI FIAAY At

(ppm) I 2 3 4 5 6 iy
0.01 0 0 0 0 0 0 0
0.05 45 47 57 46 34 47 49.67
0.10 85 81 92 90 98 87 86.00
0.15 125 150 132 143 146 137 135.67
0.20 181 168 167 163 170 168 172.00
0.25 235 224 232 228 234 228 230.33
0.50 389 476 363 303 371 380 409.33
1.50 1328 1298 1429 1210 1358 1379 | 1351.67
2.00 1788 1815 1771 1637 1895 1794 | 1791.33
2.50 2217 2391 2205 2485 2459 2437 [ 2271.00
3.50 3306 3262 3255 3059 3133 3382 | 3274.33
4.00 3778 3572 3794 3790 3750 3608 | 3714.67
5.00 4492 4687 4669 4638 4439 4794 |  4616.00
6.00 5675 5239 5791 5639 4838 5733 | 5568.33
7.00 6667 6593 6773 6703 6836 6503 |  6677.67
8.00 7862 7748 7250 7938 7639 7738 | 7620.00
10.00 9610 8585 9800 9802 9038 9294 |  9331.67
15.00 13663 | 13497 | 13690 | 14750 | 13903 | 14495 | 13616.67
20.00 16688 | 15482 | 16356 | 16093 | 15493 | 14493 | 1617533
25.00 16069 | 15595 | 16435 | 16038 | 15649 | 15398 | 16033.00
30.00 16356 | 15575 | 16120 | 16493 | 16393 | 15463 | 16017.00
35.00 16063 | 15816 | 15248 | 16742 | 16234 | 16333 | 15709.00




as o L2
wnadenavlalnsnaslsn
20000
16000
i
-2 12000 -
¢
‘€ 8000
-
3
<
4000
() A e e o
(4] 5 10 15 20 25 30 35 40
ANty (ppm)

4 o a ot v
710 4 uaasnsmnasguvesmsazamasgumnndoadau lalasnae lsanikm

ADANY SPE-C18 1191581 UMY 1

4 ¥
vindeyadudu nuhilanudhaduasdugrsanudiudy dud 0.05 89 15.00 ppm

16000 -
14000 -
12000 -
10000 -
8000
6000 -
4000 -
2000 -

y=924.4x+ 5.793
R*=0.999

¢ PredictesY

vinitldvintads (xi)

—— Linear (Predictes Y)

T

0 2 4 6 8 10 12 14 16
Ay (ppm)

1N 9.5 uamansinasiguvesmsazmonasgumnsdendu e Tasaae lsa i

ADANY SPE-CI8 N19N15A1 BURY 2

¥
vindeyadudu ldaunsiduass e y = 924.4x + 5.793

L
VINTUAGNET slop iU 1 38"l Taow confidence interval (CI) 84 slop (b) 910

113
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C]xfap = b + [(n—Z)Sb
S,, - Sy.’x
2 -
S, 10 standard deviation Y94 slop
=\2
e g, = (yl _Y) ]
’ (n-2)

Sy 1o standard deviation UD4 regression line

wld s,

3969.69

s, = 58.38
Taod t9nmsna () fsvdutunamues (degree of freedom; d.f (n-2); 19-2 = 17) fiszdiu
anuiule 95% fid1 = 2.12

CI Y94 slop = 924.4+2.12 x 58.38

Il

L
924.4 + 123.77 (A 800.63 D14 1048.17)
¥ . " E
Aa1iU slop UFIANMFOIU AR 800.63 13 1048.17
v
mnﬁuﬁqﬂﬁ'h intercept WU origin (x =0, y = 0) n30'l1 Taom confidence interval (CI) Y94

intercept (a) 91N

CIa =a it(n_z)Sa

()’J __y)z"

S, 19 standard deviation U0 intercept
wld s, = 24.40

CI Y94 intercept

I

5.793 £2.12 x 24.40

I

£
5.793 + 51.73 (A4uA -45.94 §13 57.52)

b " v ¥
AU intercept HHIINIFOIY AauA -45.94 B4 57.52
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¥
=1 " . 1 1 1 ar ' o
v2imu 1871 intercept 131ANA19917 0 1A slop HANAIAIN 1 INSITRLITY MYAAALNY y 92

Tiegluaumsidunss oz ldeumsiduasauilu y = 925.1x

X, % o | & X)) | 67 | 6 XY | Y)Y
0 0 0| -65.76| -3383.00 | 432438 | 11444689.00
001| 000| 000 -364|-3383.00| 1327 | 11444689.00
005| 000| 2733 -360|-3355.67| 1298 | 11260498.78
0.10| 001| 8600 -355|-3297.00| 1263 | 10870209.00
0.15| 002| 13567 -3.50| -3247.33| 1227 10545173.78
020| 004| 17200 -345|-3211.00| 1193 | 10310521.00
025| 006| 23033| -340|-315267| 11.58| 9939307.11
050 | 025| 40933| -3.15| -2973.67 994 | 8842693.44
150 | 225| 1351.67| -2.15 | -2031.33 464 | 412631511
200| 400| 179133 | -1.65| -1591.67 273 | 2533402.78
250 | 625| 2271.00| -1.15 | -1112.00 133 | 1236544.00
350 | 1225 | 327433| -0.15| -108.67 0.02 11808.44
400 | 1600| 371467| 035| 33167 0.12| 11000278
500 | 2500 | 461600  135| 1233.00 1.81 | 1520289.00
600 | 36.00| 556833 | 235 | 2185.33 551 | 4775681.78
7.00 | 49.00 | 6677.667 | 335 | 320467 | 1120 | 10854828.44
800 | 64.00| 762000| 435 | 4237.00| 1889 | 17952169.00
10.00 | 100.00 | 9331.67| 635 | 594867 | 4028 | 35386635.11
15.00 | 225.00 | 13616.67 | 11.35 | 10233.67 | 128.75 | 104727933.44
Ha3 Y 65.76 | 540.14 4624.27 | 267893391.00

HAIRAY 3.65 3383.00
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16000
14000 - y=925.1x
i 12000 R?=0.999
g 10000
ig 8000 - ¢ PredictesY
£ 6000
< 4000 4 —— Linear (Predictes Y)
2000 -
0 : : : ; :
¢} 2 4 6 8 10 12 14 16
ansudut (ppm)

31N 9.6 uamansMnasIguvesmsazaemaTs s duaay le Tasaae lsaninuy

ADAM SPE-C18 N194N1581 BufY 3

asndeuniuiduaswensinasguTauld Residual analysis 1ngas

d =y, _j)r'
4 :
$1)3] 1 - I,...,n
Y, = M lAnnmsnaaes
A = A 1A nauMsIdunse (Regression line; y = 925.1x)
Residual plot
400 -
200 - ¢

P ¢
T e S

i

200030 2.00 400 6.00 8.00 10.00 12.00 14.00 16.00
2

-400 -
Anuuiniy (pPpm)

310 9.7 uarag Residual plot vosmsazmmnasgumnsgonilalasnaelsanrmunednd
SPE-C18 MaMisf



A

xi yi Yi yi-¥i
0.01 0 9.25 -9.25
0.05 49.67 46.25 341
0.10 86.00 92.51 -6.51
0.15 135.67 138.76 -3.09
0.20 172.00 185.02 -13.02
0.25 230.33 231.27 -0.94
0.50 409.33 462.55 =53.21
1.50 1351.67 1387.65 -35.98
2.00 1791.33 1850.20 -58.86
2.50 2271.00 2312.75 -41.75
3.50 3274.33 3237.85 36.48
4.00 3714.67 3700.40 14.26
5.00 4616.00 4625.50 -9.50
6.00 5568.33 5550.60 17.73
7.00 6677.67 6475.70 201.96
8.00 7620.00 7400.80 219.20

10.00 9331.67 9251.00 80.66
15.00 | 13616.67 | 13876.50 -259.83

103U 9.7 WU residual (d) fimsnszaiodunuind mnsanwdi nsinasgu

ihuduaseiivonsu1dTugrenanndudi 0.05-15.00 ppm
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° 4d‘
3 MIMUINM System Linearity vosmsazmemasgnumnaonaulalasnaelsan

HIUADANY SPE-C18 TIA38uaY

118

M50 9.3 HAAIHANIANY System Linearity ¥0am1sazawmnasgumngoaalelas

" . Vv
A l3ANKHIUADANY SPE-C18 fita3oniy

AUty IAYIVDINA
IMMIFINAY afaf p
@y
(ppm) I 2 3 4 5 6
0.05 ss| 40| 46 63| 60 55| 47.00
0.10 89| 101 92| 109| 113 9|  94.00
0.15 125| 130 132 144| 151 145 | 129.00
0.20 161 | 168| 151| 161| 179 178 160.00
025 211 174 | 182 221 243| 228| 189.00
0.50 392| 376| 403 | 516| 492| s22| 390.33
1.50 1415 | 1440 | 1329 | 1463 | 1286 | 1422 | 1394.67
2.00 1788 | 1915 [ 1771 | 1830 | 1845 | 1777 | 1824.67
2.50 2217 | 2391 [ 2205 | 2432 | 2390 | 2503 | 2271.00
3.50 3306 | 3262|3355 | 3481 | 3253 | 3432 3307.67
4.00 3578 | 3472|3894 | 4039 | 3838 | 3774 | 3648.00
5.00 4992 | 4987 | 3969 | 5113 | 4893 | 5108 | 4649.33
6.00 5675 | 5839 | 5591 | 5930 | 6047 | 6127 | 5701.67
7.00 6567 | 6793 | 6773 | 6583 | 6638 | 6739 | 6711.00
8.00 7362 | 7348 | 7250 | 8371 | 8103 | 8093 | 7320.00
10.00 8610 | 8585 | 8800 | 9382 | 7783 | 8744 | 8665.00
15.00 8923 | 7497 | 8690 | 7948 | 8395 | 8037 | 8370.00
20.00 8830 | 8482 | 9356 | 9846 | 7857 | 7950 | 8889.33
25.00 9279 | 8595 | 8435 | 9875 | 9204 | 8846 | 8769.67
30.00 7356 | 9575 [ 8120 | 8953 | 9057 | 8853 | 8350.33
35.00 9063 | 8816 | 9248 | 8475 | 7484 | 9457 | 9042.33




10000 wnariendvlalnsnaalsn
8000 -
6000
4000 -

Yiuildvinnde(xi)

2000 -
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0.00 10.00 20.00 30.00 40.00
arandiin (ppm)

3 .8 uaasnsmnasiguvesmsazmomnasgumnsdeadu lelasaaelsefrmg

ADAYY SPE-C18 a3 ouiiy Sudy 1

q’: kg 4

E
vindoyadudu wudhfinnudhaduasalugaendiudu daud 0.05 §18.00 ppm

8000

7000
6000 -
5000 -
4000 -
3000 -
2000 -
1000 -
0 e AR e ermsmgeemey
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

amandudy (ppm)

y=939.3x-29.30
R*=0.999

— Linear (predictes Y)

viunldvianda (xi)

P as = ded
310 9.9 uamsns eI vesmsarmmnas MM dena e Tasnae lsA e
o { = J o o
ABRINT SPE-C18 TAToua Sudy 2
Ed
vindeyadudu ldaumsidunss fie y = 939.3x - 20,30

b4
ﬁmuqunﬁ'ﬂ slop 141111 1 39 '1ai 1AW confidence interval (CI) v94 slop (b) 910

Cl, =bit, S,

slop
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ylx

Z(x,. - f)z

S, 19 standard deviation ¥D4 slop

0, -5y

uay S, = (n-2)

Syx f10 standard deviation Y94 regression line
X, % v |&X)| 07Y) | XY | @YY
0.05 0.00 47.00 | -2.67 | -2475.49 7.11 | 6128045.00
0.10 0.01 94.00 | -2.62 | -2428.49 6.84 | 5897558.00
0.15 0.02 | 129.00( -2.57| -2393.49 6.58 | 5728789.00
0.20 0.04 | 160.00 -2.52 | -2362.49 6.33 | 5581354.00
0.25 0.06 | 189.00 | -2.47 | -2333.49 6.08 | 5445170.00
0.50 0.25 390.33 -2.22 | -2132.16 491 | 4546087.00
1.50 2.25 | 1394.67 -1.22 | -1127.82 1.48 | 1271983.00
2.00 4.00 | 1824.67 -0.72 | -697.82 0.51 486955.90
2.50 6.25 | 2271.00| -0.22 | -251.49 0.04 63246.66
3.50 12.25 | 3307.67 0.78 785.18 0.61 616504.10
4.00 16.00 | 3648.00 1.28 | 1125.51 1.64 | 1266775.00
5.00 25.00 | 4649.33 228 | 2126.84 5.21 | 4523467.00
6.00 36.00 | 5701.67 3.28 | 3179.18 10.78 | 10107171.00
7.00 49.00 | 6711.00 428 | 4188.51 18.34 | 17543625.00
8.00 64.00 | 7320.00 5.28 | 4797.51 27.91 | 23016113.00

Wa3 40.75 215.13 104.43 | 92222846.00
Hﬁluﬁﬂ 2.72 2522.49
wld s, = 2653.65

S, 250.96
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¥
@ ol =

TAuAN t I0MI9 (t,,,.,) NIZAVTUANNIES (degree of freedom; d.f (n-2); 15-2 = 13) sz

ANNNU1D 95.0% 1A = 2.14

CI 994 slop 939.3 £2.14 x 250.96

939.3 + 537.5 (AR 401.8 D9 1476.35)

v . 0 ¥
@911 slop H¥29A WO AQUA 401.8 B3 147635
b
mnﬁ’uﬁqu'n intercept W14 origin (x =0, y = 0) 15913 Taun1 confidence interval (CI) Y949

intercept (a) 91N

Cfa =da it(an)Sa

S, fi0 standard deviation Y04 intercept

wld s, = 920.22

CI Y01 intercept —29.30+2.14 x 920.22

—29.30 + 1969.27 (AAuA -1998.57 014 1939.97)
} " " E
9111 intercept 4290 AUIA -1998.57 14 1939.97
b
217 181 intercept laiunnd1997n 0 1182 slop HANAI9IN 1 MTIZRZITY AgaRALNY y 2

Tiegluaumaiduass vz 1daumsiduasauiiu y = 933.7x

8000

7000 .
y=933.7x

6000 R?=0.999

——Linear (predictes Y)

WuilAviaada xi)
-9
P
S
]

T T T T ¥ 1

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00

amudindy (ppm)

31 g.10 uarasns ey vesmsarmonasg s donaulalasnas lsadiruy

ABAMY SPE-C18 TS ondU sudy 3



asavadounuiuduasaveansminnsgiulaold Residual analysis 910gas

I

1,...,n

d: =yi"'j>r'

A9 1A91NNINARDI

A1 lAnInaumsdunase (Regression line; y = 933.7x)

xi yi 9i yi-¥i
0.05 47.00 46.68 0.31
0.10 94.00 93.37 0.63
0.15 129.00 140.05 -11.05
0.20 160.00 186.74 -26.74
0.25 189.00 233.42 -44.42
0.50 390.33 466.85 -76.51
1.50 | 1394.67 | 1400.55 -5.88
2.00 1824.67 1867.40 -42.73
2.50 2271.00 2334.25 -63.25
3.50 | 3307.67 | 3267.95 39.71
4.00 | 3648.00 | 3734.80 -86.80
5.00 | 4649.33 | 4668.50 -19.16
6.00 [ 5701.67 5602.20 99.46
7.00 6711.00 6535.90 175.10
8.00 | 7320.00 | 7469.60 | -149.60

122



Residual plot
200 .
100 - L 4
L
0.0%. 2800 490 6.00
-100
200 -
Arnududy (ppm)

8.00
¢

10.00

" 1 a gt
U 9.11 AR Residual plot ¥amsazawmasgumnsdonaylaTasnae lsaninu

ABA] SPE-C18 7113 ouiy

1R .11 WU residual (d) Himsnszaneduwulnd vueanui nnwinasgu

anuihudunssivensu 18 lussaududy 0.05-8.00 ppm

¥

il
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=y 1 Y- v q. = d"
94 Wisumeuanmeadfves SPE-C18 mamsfuazim 3y
o -y adl Ll 4 -1 3 a
WWan 13 AR 1Ay IlS suMousznne SPE-C18 neansanazinsoudy Tasldudn

0@ Paired-t-test 1HUAIMATOU 1INGA3

T = X4 % "\/‘_rl
Sy
anududuiisy 1dindo
ANyt (ppm)
Gudu Aol Aodnl | WaAlax,
(ppm) | SPE-CI8 | SPE-CI8#i
s | @3ouiy
0.05 0.03 0.04 -0.0202
0.10 0.09 0.09 -0.0082
0.15 0.14 0.13 0.0068
0.20 0.18 0.16 0.0123
0.25 0.24 0.19 0.0424
0.50 0.42 0.40 0.0195
1.50 1.39 1.43 -0.0441
2.00 1.84 1.87 -0.0342
2.50 2.33 2.33 0.0000
3.50 3.36 3.39 -0.0342
4.00 3.81 3.74 0.0684
5.00 4.74 4.77 -0.0342
6.00 5.71 5.85 -0.1368
7.00 6.85 6.88 -0.0342
8.00 7.88 7.51 0.3078
flunde 0.0074
Aufloawumasgn 0.0952

. 8 "
nngasezldn «, = 0.301 Taoa t A eissAuTuRIINGS (0-1; 15-1 = 14) Aiszdunn

J ¥
19 95.0% sy 2.14 wuh i ¢, <o, uaasinie 2 35 hiuandretuedihivd iy



125

MANUIN §)

maannamaNuiiudunse (Method Linearity)
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.1 MIAHINUAI Method Linearity Y0 3613061971gnfN (spiked) AI0a150201031A5§ 1M

o d
mmavsnanlalnsnae 1saruneaNi SPE-C18 Mamim

M1519% 4.1 UAAINANTANY Method Linearity voamsazaomasgumniaonaulalas

St 1 Y 4 v
Aao lsANFIUABAT SPE-CI8 119013

GRRtY AINUGIVOINA
Wil nait
@007 | AN (ppm) 1 2 3 4 5 6 7 Aundy
0.00 742 | 885| 727| 627| 540 33| 997| 72157
1.00 1358 | 1365| 1092 | 813 | 1080 | 1066 | 994 | 1109.71
1 3.00 3374 | 3580 | 3261 | 3275 | 3100 | 3065 | 3278 | 3276.14
5.00 5586 | 5161 | 5667 | 5112 | 4899 | 4055 | 4767 5035.28
7.00 7400 | 7777 | 7211 | 7114 | 6934 | 7182 | 7737 | 7336.42
9.00 9338 [ 9815 | 9149 | 9052 | 8872 | 9120 | 8675 | 9145.85
0.00 359 | 956 | 748| 385| 694| 840| 748 | 675.71
1.00 846 | 1152 | 1141 | 1325| 664 | 1804 | 3397 | 147557
2 300 | 3677| 2908 | 3189 | 3208 | 3554 | 3792 | 3118 | 3349.42
5.00 5986 | 5316 | 6007 | 5312 | 4144 | 5141 | 5252 | 5308.28
7.00 7012 | 7411 | 5907 | 5257 | 6903 | 7264 | 6259 | 6573.28
9.00 8829 | 9228 | 8224 | 7574 | 9220 | 9581 | 8576 | 8747.42
0.00 244 | 492 587| 784| 489 | 369| 796 | 537.28
1.00 1270 | 1239 | 1077 | 1268 | 1319 | 1719 | 1116 | 1286.86
3 3.00 3213 | 2875 | 4137 | 3146 | 3048 | 3149 | 2149 | 3102.42
5.00 4830 | 4582 | 5117 | 6172 | 4464 | 5475 | 5437 | 5153.85
7.00 7905 | 8055 | 6628 | 7448 | 5508 | 6448 | 7176 | 7024.00
9.00 9764 | 9914 | 8487 | 9307 | 7367 | 8307 | 9035 8883.00

o

vindoyadudu Idaumadunsaludetiadumy A fio y = 967.3x + 407.0
AID019AUNY B Al y = 886.5x + 661.0

AIDENALNY C Ao y = 940.2x + 413.6



10500 & - g il
AIBEIN 1
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q 5004 o R? - 0.995
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3000 e
ol
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."//
0 , |
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Aanndmivitau (ppm)
(m)
10500 .
| P
. fAaagnan 2
9000 4 /’
7500 ‘ -~
5 J e
= 6000 o
g |
s |
:g 4500 /”/'
- = 886.5x + 661.0
3000 P Ml PO
[ e 4
1500 "/
*
o ¢ g v
(o] 2 a 6 8 10
Arnrdutwian (ppm) |
(V)
” - ¥ =l
30060 2@t 3
9000
8000 -
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7000 - R? = 0.999

rildfais od)
w
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= o a e a o 1 1
30 9.1 uansnsmesazmsinasgumnsdenau lalasnae lsafimuludedauazrin

ABA SPE-C18 Mamsf Sudui 1: (n). et 1dumy A (1) AIDUNAUNY B (A)

ABENALNY C
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Fodni | x x’ v, |&X)| 7)) | «X)P| @-F)

0.00 0.00 721.57 | -4.17 -3715.93 17.36 13808125.00

1.00 1.00 | 1109.71 | -3.17 -3327.79 10.03 11074158.00

3.00 9.00 | 3276.14 | -1.17 -1161.36 1.36 1348750.00

1 5.00 25.00 | 5035.28 0.83 597.78 0.69 357347.80

7.00 49.00 | 7336.42 2.83 2898.92 8.03 8403787.00

9.00 81.00 | 9145.85 4.83 4708.35 23.36 | 22168627.00

Wasw | 25.00 | 165.00 60.83 | 57160795.00
wawmdy | 4.17 4437.50
000 000| 67571| -417 | -4415.09| 17.36 | 19492982.00
100| 100| 147557 | -3.17 | -361523|  10.03 | 13069878.00
3.00|  9.00| 334942 | -1.17 | -174137 1.36 | 3032374.00
3 500| 25.00| 530828 | 083 217.48 0.69|  47300.04
700 | 49.00| 657328 | 2.83 1482.48 8.03 | 2197764.00
9.00| 81.00| 8747.42| 4383 3656.62 |  23.36 | 13370933.00
HasI | 25.00 | 165.00 60.83 | 51211230.00
wawmde | 4.17 5090.80

0.00 0.00 537.28 | -4.17 -4552.74 17.36 | 20727468.00

1.00 1.00 | 1286.85| -3.17 -3803.17 10.03 | 14464113.00

3.00 9.00 | 310242 | -1.17 -1987.60 1.36 | 3950554.00

3 5.00| 25.00| 5153.85 0.83 63.82 0.69 4074.08

7.00 | 49.00 | 7024.00 [ 2.83 1933.97 8.03 | 3740245.00

9.00 81.00 | 8883.00 | 4.83 3792.97 23.36 | 14386632.00

WA 25.00 | 165.00 60.83 | 57273086.00
Nﬂiﬂgﬂ 4.17 5090.03

= a1

L4
VINTUNGDN slop (1L 1 w30 13 TAen confidence interval (CI) U404 slop (b) 310

¥

CI

slop = bt t(n—z)Sb
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_ ylx
S, = =
2. (x,-%)
S, f19 standard deviation U9 slop
—\2 i
nay Sy.f.z = M
(n-2)
Sy 1D standard deviation ¥4 regression line
A0U9N S -8 S,
1 3780.23 484.67 | 154616.70
2 3578.10 458.75 | 146349.00
3 3783.94 485.14 | 154768.50

TAgA £ INANT1 (t,0) T5ZAUTUANUIES (degree of freedom; d.f (n-2); 6-2 = 4) TR
A9 95.0% Tifn = 2.78

9
NS IEREUY

CI 904 slop AIDENAUNY A 967.3 + 2.78 x 484.6724
v
- 967.3 + 1347.38 (Aa1A -380.08 4
2314.68)

886.5 £ 2.78 x 458.756

CI v04 slop FIBUNALNY B
- 886.5 + 1275.35 (Aauis -388.85 B9
2161.85)
CI 04 slop MOINAUNY C = 940.2 + 2.78 x 485.1483
= 040.2 + 1348.71 (Raust -408.52 B
2288.91)

= o

UAZNGI91 intercept MM origin (x =0, y = 0) 130l a1 confidence interval (CI) ¥4

intercept (a) 910
CIa =q+ t(n—Z)Sa

(v, -7V

n(n-2) -

S =8,

a
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S, f19 standard deviation U949 intercept

CI Y09 intercept AIDINAUNY A

407.0 £ 2.78 x 154616.7

= 407.0 + 429834.4 (AUA -429834.4 019
430241.4)

CI ¥4 intercept HI01AUNY B = 661.0 % 2.78 x 146349

v
= 661.0 + 406850.2 (A3LIH -406850.2 D4

407511.2)

CI 901 intercept AI0GNAUNY C 413.6 +2.78 x 154768.5

= 413.6 + 430256.4 (Faust -430256.4 89430670
a2t 181 intercept Taiand19910 0 1o slop Taiuand1991n 1 msrzaziiv fgaRauUNY y
vz liogluaumsidunss
v ldmumsidunssiiedesdumy A fie y = 1020x
AIDUAUNY B AD y = 986.7x
AI0819AUNY C fAp y = 1002x

asaounifudunsaveansmhnasguTaold Residual analysis vingas

di =Y _.j)r'
4
e i = L....n
i = i ldennsnaany

¥ = A lAnnaunsiduns (Regression line; y = 974.8x)
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3N g2 urasnsmasasaenasgummndondu leTasane lsdnduludeiazrin

DALY SPE-C18 Mamsf Suduf 2 : (N).A2061AUNY A (V) AIBEAUNY B (7)

AI0819AUNY C



Faothadi X, y, 9, yi-Ji
0.00 721.57 0.00 721.57
1.00 1109.71 1029.00 80.71
3.00 3276.14 3087.00 189.14
1 5.00 5035.28 5145.00 -109.71
7.00 7336.42 7203.00 133.42
9.00 9145.85 9261.00 -115.14
0.00 675.71 0.00 675.71
1.00 1475.57 986.70 488.87
3.00 3349.42 2960.10 389.32
2 5.00 5308.28 4933.50 374.78
7.00 6573.28 6906.90 -333.61
9.00 8747.42 | 8880.30 -132.87
0.00 537.28 0.00 537.28
1.00 1286.85 1002.00 284.85
3.00 3102.42 3006.00 96.42
3 5.00 5153.85 5010.00 143.85
7.00 7024.00 7014.00 10.00
9.00 8883.00 9018.00 -135.00

132

dﬂ‘. ) . IS s = ' d’.’cl.
g1l 9.3 WU residual (d) Himsnsznedunnn® nineanuh nsmlinasguiiinn

(hudunasefiensydlugennududu 1.00-9.00 ppm
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70 9.3 uans Residual plot asnzmeoanasgummadonaulaTasnas lsdiimulugiees

uazrnBAN SPE-C18 Man1si: (n).A210619funy A (V) A6 9ALNY B (A)

AIDALNY C
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o s 3 a . v
-2 M3IAIUIUAT Method Linearity mmmadnﬁgnmu (spiked sample) AdgAa1TATAY

v oa d 1 o a 1
nnIgrmmnFonanlalasnaelsariunedini SPE-C18 fitm3uuiy

© A19519% .2 UAAINANISANY1 Method Linearity vo3asazmmnasgumnagonau'lalas

It o d a4 a ;
ﬂﬁﬂ1iﬂﬂﬂ1uﬂﬂﬂuu SPE-C18 niasouuu

A AANUFIVOINA

Mot | Wuduii aiail

i | @ (ppm) | 1 2 3 4 5 6 7 | sunde
0.00 694 | 628| 573 | 894 | 653| S16| 726| 669.14

1.00 1239 | 1256 | 1759 | 1615 | 1758 | 1767 | 1821 | 1602.14

1 3.00 2953 | 2155 2568 | 2727 | 3356 | 3121 | 2705 | 2797.85

5.00 3996 | 5051 6111 | 5367 | 5653 | 6017 | 5567 | 5394.57

7.00 7316 | 7160 | 6457 | 6907 | 7365 | 7313 | 4555 | 6724.71

9.00 8208 | 8052 | 7349 | 7799 | 8257 | 8205 | 7447 | 7902.42

0.00 244 586 705 560 661 686 896 619.71

1.00 1431 | 1486 | 1375 | 1457 | 1487 | 1332 | 1403 | 1424.42

2 3.00 3543 | 3633 | 3867 | 3509 | 3622 | 3257 | 3437 | 3552.57

5.00 5729 | 5947 | 4944 | 4588 | 5589 | 5689 | 5421 | 5415.28

7.00 7830 | 7108 | 7065 | 6709 | 7710 | 7810 | 7542 | 7396.28

9.00 8960 | 8912 | 8568 | 7899 | 8037 [ 8094 | 7789 | 8322.71

0.00 545 918 | 689 467| 378 443 863 614.71

1.00 1360 [ 1095 [ 1390 | 1100 | 1390 | 1427 | 1953 | 1387.85

3 3.00 3492 | 3626 | 3023 | 2895 | 3383 | 2733 | 2834 | 3140.85

5.00 5594 | 5305 | 5049 | 5157 | 4893 | 5701 | 5733 | 5347.42

7.00 7987 | 7168 | 6622 | 6892 | 7039 | 7283 | 7193 | 7169.14

9.00 9209 | 8390 | 7844 | 8036 | 8363 | 8372 | 8476 | 8384.28

nndoyaduduldaumsidunseludiodudumy A fle y = 832.0x + 714.8
A061AUHY B Ao y = 895.2x + 725.1

A9EAUNY C D y = 898.7x + 596.0
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9000 “ . d
AIAENIN 1

8000 /.

7000 y=832.0x+ 714.8
6000 R*=0.986

* -
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s d' =) ng o s 4 ar Ll ar s ] as
nO@UY SPE-CI8 S uuiiu Suduil 1 : (n).fedaduny A (1) A20619@ UMY B (A)

AIBE19ALNY C
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Feoi | x, X, y, x-X) | 6°7) | x-X) | -7

0.00 0.00 669.14 | -4.17 -3512.67 17.36 12338827.00

1.00 1.00 | 1602.14 | -3.17 -2579.67 10.03 6654680.00

3.00 9.00 | 2797.85| -1.17 -1383.95 1.36 1915324.00

1 5.00 | 25.00| 5394.57 0.83 1212.76 0.69 1470791.00

7.00 | 49.00 | 6724.71 2.83 2542.90 8.03 6466365.00

9.00 | 81.00 | 7902.42 4.83 3720.61 23.36 | 13843006.00

WATY 25.00 | 165.00 60.83 | 42688994.00

HaIRQY 4.17 4181.81

0.00 0.00 619.71 -4.17 -3835.45 17.36 | 14710695.00

1.00 1.00 | 142442 | -3.17 -3030.74 10.03 9185373.00

3.00 9.00 | 3552.57 | -1.17 -902.59 1.36 814678.20

2 5.00 | 25.00| 5415.28 0.83 960.11 0.69 921828.60

7.00 [ 49.00 | 7396.28 2.83 2941.11 8.03 8650181.00

9.00| 81.00 | 8322.71 4.83 3867.54 | 23.36 14957925.00

HAIIY 25.00 | 165.00 60.83 | 49240681.00

Hamay 4.17 4455.16

0.00 0.00 | 614.714 | -4.17 -3726.00 | 17.36 | 13883076.00

1.00 1.00 | 1387.85| -3.17 -2952.86 | 10.03 8719365.00

3.00 9.00 | 3140.85| -1.17 -1199.86 1.36 1439657.00

3 5.00 | 25.00 | 5347.42 0.83 1006.71 0.69 1013474.00

7.00 | 49.00 | 7169.14 2.83 2828.42 8.03 8000008.00

9.00 | 81.00 | 8384.28 4.83 4043.57 | 23.36 | 16350470.00

HAIU 25.00 | 165.00 60.83 | 49406050.00

Hamay 4.17 4340.71

Ed
VINUNE slop iy 1 w30'laj Tasv confidence interval (CT) ¥04 slop (b) 910

Cl

slop

= b + t(n—-I)Sb
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Z(xl. - J?)2

S, A9 standard deviation Y94 slop

(v, -5)
(n-2)

o S

ylx

S, fi® standard deviation Y94 regression line

#oaii S, 5 S,
1 3266.84 418.84 | 17427709.00
2 3508.58 |  449.84 | 20102424.00
3 3514.47 450.59 | 20169936.00

v ¥ ]
TAgA £ INANT (t,,.,) NIZAVTUAIINGT (degree of freedom; d.f (n-2); 6-2 = 4) Tiszdul

AU 19 95.0% A1 = 2.78

1 4
MSERLHY CI Y94 slop AIBEAUNY A 832.0 +2.78 x 418.8487
Ed
- 832.0 +1164.399 (A -332.3993

=2
149 1996.399)

CI 404 slop AI9819dLUNY B 895.2 + 2.78 x 449.8433
= 895.2:£1250.564 (AauA -355.3643 Bia

2145.764)

CI 44 slop FI0819AUNY C 898.7 % 2.78 x 450.598
= 898.7 £ 1252.662 (Ffau@i -353.9625
019 2151.362)
uazﬁqu:h intercept WU origin (x =0, y =0) w50l Taom confidence interval (CI) 494
intercept (a) 91

Cla = ait(n_z)Sa
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S, fi® standard deviation Y04 intercept

I

CI ¥4 intercept AIDHNAUNY A 714.8 +2.78 x 17427709
t
= 714.8 + 48449030 (AL -48448315 0149

48449745)

CI ¥4 intercept AID619AUNY B 725.1 +£2.78 x 20102424
- 725.1 + 55884738 (ALA -55884013 fis
55885463)

596.0 +2.78 x 20169936

CI Y01 intercept A2DH19AUNY C
= 596.0 + 56072421 (Wauis -56071825 9
56073017)
2181 intercept aianA1991n 0 oz slop TiLANA9IN 1 TR AgaRALAY y
v liegluaumsiduns
w2 ldaumaidunseiiodisduny A Ao y = 940.3x
AI0819A LYY B AB y = 1005.x
AIDE1AUNY C AlD y = 989.0x

asaeuaududuasswonshnasgiulaold Residual analysis 91ngas

di=y,-J
do i = L,...,n
Ay v
y, = i lAnnn1snaaes

. = M lAnnaumsidunsa (Regression line; y = 974.8x)
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2000 3 - T il
AABENIN 1
8000 o
2000 4 v = 940.3x 0

6000 R*=0.960 ~

5000 - /
4000 #
3000 - //
2000 - )

o 2 nsdhaduduian pgin) 8 10

(")

winfilarinnds xi)

10000 - . |

AaBenan 2

9000 [

8000 | o
| y = 1005.x *
R*= 0.966

7000 -
6000

5000 -
4000 -
3000

iudldviands i)

Y T —

4q 6
Anudiudnian (ppm)

()

=

RO, ; 2@e19N 3
9000 - 8 y=989.0x

8000 R = 0978 ®
7000 -
6000
5000
4000
3000 -
2000

¢

9

Huildviniads i)

(f)
;1]?; 2.5 uaaansmasazmenasgummndoadulaTasnae lsdnmuludethauazsin
aodn! SPE-C18 findunitu sudui 2 (N).ABE19FLNY A (V) #I0619A UMY B (R)
AI001AUNY C



Fretedi y, 9, yi-Ji
000 | 669.14 0.00| 669.14
1.00 | 1602.14 | 94030 | 661.84
3.00| 2797.85| 282090 | -23.04
1 500 | 539457 | 470150 | 693.07
7.00 | 672471 | 6582.10| 142.61
9.00 | 7902.42 | 8462.70 | -560.27
0.00 619.71 0.00 619.71
1.00 | 142442 | 1005.00 | 419.42
3.00 | 355257 | 3015.00| 537.57
2 500 | 541528 | 5025.00 | 390.28
7.00 | 739628 | 7035.00 |  361.28
9.00 | 8322.71| 904500 | -722.28
0.00 [ 614.71 0.00| 61471
1.00 | 1387.85| 989.00 | 398.85
3.00| 314085 | 2967.00| 173.85
3 5.00 5347.42 4945.00 402.42
7.00 | 7169.14 | 6923.00 | 246.14
9.00 8384.28 9063.00 -678.71
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] ¥
1INZUN .6 WU residual (d) HMsnszaeduuulnd ninvanui asminasguiinng

dhuduasenooniu 18 lugrenududi 1.00-9.00 ppm



800
600
400 -

200

-200
-400 |
-600

-800

3¢
1

288199,1

Amndutdvitan (ppm)

(")

=i
288N 2

¢

A unian (ppm)

)

800 -
600

200

- " =
Al8e19n 3

-200
-400

-600 o
-800

aradhnivfivie (ppm)

(")
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4 » ar = é - as U
311 9.6 UTA Residual plot M3azmonasg s Fondulalasaan lsdnmuylugaod

L] ar i = J s Ll o s 1 ar
uazHMABANT SPE-C18 it ouAi: (N).AIVUNAVNY A (V) AIDGNAVUNY B (A)

A0d1AUNY C



1 aa ! &
23 fsuiisummaadfves SPE-C18 mamsmuazimiendy
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& 5 o -t . r TR o
mamsinsizdi IdnlSeudfousening SPE-C18 nuamsfuasiiasoniy Tasldusn

o Paired-t-test (Judmaaoy 1ngas

[

cal

_ _n

=xdx-—

d

Anududunye 1dnae (ppm)

anududu | aodind SPE- | nodnd SPE-
do | Gudy C18 M3 C18 fiwsoy Aufiva
ii (ppm) MM o HaRax, | AImAY | Asg
0.00 0.74 0.69 0.0537
1.00 1.14 1.64 -0.5051
3.00 3.36 2.87 0.4906 i -
i 5.00 5.17 5.53 -0.3685
7.00 7.53 6.90 0.6275
9.00 9.38 8.11 1.2755
0.00 0.69 0.64 0.0574
1.00 1.51 146 0.0524
3.00 3.44 3.64 -0.2083 P di
2 5.00 5.45 5.56 -0.1097
7.00 6.74 7.59 -0.8442
9.00 8.97 8.54 0.4356
0.00 0.55 0.63 -0.0794
1.00 1.32 1.42 -0.1036
3.00 3.18 3.22 00394 [ oo e
3 5.00 5.29 5.49 -0.1985
7.00 7.21 7.35 -0.1488
9.00 9.11 8.60 0.5116
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[ ¥ . .
Tavan t s 1eiseRuTuAIES (0-1; 6-1 = 5) iszduausule 95.0% AU 2.57

wld 1, vosieddumy A, 2 uoz 3 iy 2.58, -1.33 1Az -0.24 mudIgy Wt ty 1M

ar ] s

a v ] ar ' @ ’ ] - o
AIBENALMY B uaz 3 UAnlesnd 1, daudietisduny A Tdwinnh t,, Nouaniioy

b ¥
vuvsagy 1 2 33 hivandreduediiody

“E
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MANKIN §.

MIMUIUA LOD 1az estimated LOQ
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o L2 1
M3A1MIUAT LOD Uz estimates LOQ vounnndondulalasnanlsalusodafumy

° W . ¥
@130 1A n403an 1591 Method Linearity Tas LOD uaz LOQ w1ldningas

LOD =3S,

LOQ =108,

M0 § .1 UAAINANISANEIAT LOQ tag LOQ vesmsmnsiaeaau laTasnas lsanrim

v o Y o o
ADANYU SPE-C18 N1aMIInLasnNAaIouvu

A AR SPE-C18
#re00 | uduii NN finTouiu
i @y | andudu | Andioa AN Ao
(ppm) | wdv (ppm) | ¥IATFIU (ppm) e (ppm) | WIAIFIU (ppm)
0.00 0.74 0.18 0.69 0.12
1.00 1.14 0.20 1.64 0.26
3.00 3.36 0.18 2.87 0.40
1 5.00 5.17 0.56 5.53 0.73
7.00 7.53 0.33 6.90 1.04
9.00 9.38 0.37 8.11 0.39
0.00 0.69 0.23 0.64 0.20
1.00 1.51 0.95 1.46 0.06
3.00 3.44 0.33 3.64 0.19
2 5.00 5.45 0.64 5.56 0.49
7.00 6.74 0.81 7.59 0.45
9.00 8.97 0.27 8.54 0.50
0.00 0.55 0.21 0.63 0.22
1.00 1.32 0.22 1.42 0.29
3.00 3.18 0.60 3.22 0.36
3 5.00 5.29 0.61 5.49 0.34
7.00 7.21 0.92 7.35 0.43
9.00 9.11 0.92 8.60 0.44
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° 4 =] ' P = A
hdeyai ldunwaoansmsznhenimududuiios 18nds (o x) wasdudsananasgiu

@ y) adruduiuiiFadunse Tnegadaunu y = a = &

#atof 1 Aakad SPE-C18 wian1sdn traded 1ealnidetuudu
- T 1.2;
£ n"; g y = 0.1485x + 0.0058
e b = T R? = 0.9972
2o G038
=25 =
g 02 ¥ = 0.0323 + 0075 g eg
2046 R? = 0.9893 304
% 302
-3 0.05 g
E b e — g 0 - e LN
0 2 4 8 8 10 0 2 4 6 8
armiusufivdade (ppm) anuintuftytdnads (ppm)
(M)
tnatnedl 2 malani SPE-C18 tnad9i 2 aalnidwIuudu
i NIAFAN _—
08 4 y = 0.0975x + 0.1034 + & y = 0.064x - 0.0418
E. 0.7 4 R? = 0.9074 5 0.5 R2=0.
& o0s n 04
é E 051 o3
S 04 | S oo
é Y g 0-1
g 02 g
o1 -3 i Pt R el B S
B . . . 0 2 4 6 8 10
anuinduftudndo (ppm
g szn'mu!uduaus"ld’ (ppnﬁ B (ppm)
V)
#natnei 3 aalini SPE-C18 #1319 3 ralnifwdusdu
. NeNSA = 093 = 0.0255x + 0.2241
2 ¥ y =0.1024x +0.1346 g Gas N v ainsl
| - 2 04/ -
E 0.8 R?=0.9725 2 035 .
- - 53]
0.6 1 e U *
= E. & 025
Y " *
3704 g 02
8 2 0.15
2 021 g 011
b % 0.05
0 ; : : . 0 a : . S SERIES
0 2 4 6 8 0 2 4 6 8 10
AMudududsta (ppm) Aunfuduftetdiada (ppm)
()

31N g.1 uamannuduRUTYDS spiked sample blank AuANdsuuIATTINETaZAY
as - { L] i J
wasg s oadulalasnae lsairu SPE-C18 memsduas s o (n).

AIBENAUNY A (V) I8 1AUNY B (M) AI0dndumy C
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aumsiduasuiiorin SPE-C18 namsdn AIDUWAUNY A A0 y = 0.0323x + 0.075
AIDGNAUNY B fiD y = 0.0975x + 0.1034
A10UNAUNY C AD y = 0.1024x + 0.134
iiloriu SPE-C18 finFuniy AIDINAVNY A AiD y = 0.1485x + 0.0058
AIDINALNY B flD y = 0.064x — 0.0418
A20UAUNY C A y = 0.0255x + 0.2241

wounumasluaums LoD uaz LOQ vz ldmdanaaslumsefi 4.3



148

MANUIN BN,

MIAMIVMANNGNADI (Accuracy) AZANMTNES (Precision)
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© 1 v o a dl ' ar d
.1 MINTHIUAIMNNUYNADIVRITTASINATFIUNNINFUAAUNFHIHUADANY SPE-C18

E

HIVOYANT system

° o o [ {
linearity mumm%’aﬂn:msﬁuﬂawmﬂaauu SPE-CI8 muﬁﬂﬂummﬁ Al.l

M3 AL1 LAAIAIMIANYINAAININYNABIN IAYDIMTALMEMIATIUNNTIFonTY

de v w 9 o o d?'
vlﬂTﬂ'iﬂﬁﬂll?ﬂﬂN'IUﬂﬂauu SPE-C18 NM1aMifnasnsguuu

ADAWY SPE-CI8

AU NINIM Anduuiy

' Y ¥ y 3

CEL mmmwulu'n Anfloan | fovazen ﬂ.ﬂmm”.u Aufioaun | fovazm

yz'lAmay nwe ldmay
(ppm) WASEIU | Aundu MRS | AUNaY
(ppm) (ppm)

0.05 0.03 0.02 56.07 0.05 0.01 96.43
0.10 0.09 0.01 88.22 0.10 0.01 96.43
0.15 0.14 0.01 92.78 0.13 0.01 88.22
0.20 0.18 0.01 88.22 0.16 0.01 82.06
0.25 0.24 0.01 94.51 0.19 0.03 77.55
0.50 0.42 0.06 83.98 0.40 0.07 80.08
1.50 1.39 0.08 92.44 1.43 0.07 95.38
2.00 1.84 0.09 91.88 1.87 0.06 93.59
2.50 2.33 0.13 93.18 2.33 0.12 93.18
3.50 3.36 0.12 95.97 3.39 0.10 96.94
4.00 3.81 0.10 95.26 3.74 0.21 93.55
5.00 4.74 0.14 94.71 4.77 0.45 95.39
6.00 5.71 0.38 95.20 5.85 0.21 97.48
7.00 6.85 0.12 97.86 6.88 0.10 98.34
8.00 7.82 0.25 97.71 751 0.50 93.86
10.00 9.57 0.49 95.73 8.89 0.53 88.89
15.00 13.97 0.52 93.12 8.59 0.54 57.24
20.00 16.59 0.81 82.97 9.12 0.80 45.59
25.00 16.45 0.39 65.79 9.00 0.54 35.98
30.00 16.43 0.45 54.77 8.57 0.81 28.55
35.00 16.16 0.52 46.04 9.28 0.73 26.50
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2000

5 |

g 1600

€ 12.00 -

-

-«é e - ¢ SPE-C18 wnasgu
g 4001 BSPE-C18 sty
‘3_ 0.00 e — E : !

P

00 50 100 150 200 250 300 350 400

anudagdmdudu (ppm)

! = @ - oSl
3 au nswliaasmsnSsuifou S inamsazmonasgnanadonaule Tasane lsafiru

4 4 a 4 3
ADAUU SPE-C18 NATUUUULAZNIEINITAN

nsfinnuinugndss mldnnnsioandesazmsAiundy (% Recovery) 11ngas

%Recovery:Eéﬁﬁxloo (1)

3

e ¢, =anududuvesiietiaii@uasazaionnsgu (spiked sample)
C, = AN uuv89A20619 (unspiked sample)

C,= anudnduvesmsaraemnasg iy

A s L =Y ar
mammeﬁmsuam"umﬂ'nugnﬁ’\'mummmn’fuﬂumﬂmﬂzﬁmummjm AOAC LAAIAT
luasn a2
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M .2 HAAUNUNANSUBNSUAINNGNABI (The AOAC manual for the Peer-Verified

Methods Program, 193)

Concentration of the analyst

Mean Recovery %

10-100%

2 1% (10,000 ppm)
= 0,1% (1,000 ppm)
100 ppm
10 ppm
1 ppm
100 ppb
10 ppb

1 ppb

98-102
97-103
95-105
90-107
80-110
80-110
80-110
80-115
40-120

L] o q' = ¥ 1
WU ouaMIAUNGUVBY SPE-C18 Nansamaz iwsoudulugennusudy 0.05-8.00

ppm 01U 56.07-97.86% Uag 77.55-98.34% amdwy uazeglurrunmsinoensy'ld
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o ' v v e o oA o ¢
.2 msmmmﬂm’nngnﬂawmm‘sn:mﬂmmwanau‘lumammmunanuu SPE-C18

° o w d ar 4
Yoya method linearity fuammi¥osazmsAunduvesnodni SPE-CI8 duaaalumsni 9.3

G

r_-'q ' ¥ Y = S a
M990 A3 llﬁﬂQﬂ'lﬂ'l5ﬁﬂ'hl']FlﬁTl'lﬂ‘lIE]»1f’f'l‘iﬁz’dwmTI‘i'l”h’ﬂﬂﬁuvlﬂiﬂiﬂﬁﬂ"liﬁﬂlﬂnqlu

[ ¥
A0019RUADANY SPE-C18 NNISALasins ouiy

nodnl SPE-C18
AN NN HAALDY
Fre010 | dududt | andudu i anududu i
ii @ | feelRnde | doaun | fovazd | fweldmde | idoaun | Jevasdh
(ppm) (ppm) RSy | Aundy (ppm) AT | AUNY

0.00 0.74 0.18 0.00 0.69 0.12 0.00
1.00 1.14 0.20 39.82 1.64 0.26 95.71
3.00 3.36 0.18 87.35 2.87 0.40 72.79

1 5.00 5.17 0.56 88.50 5.53 0.73 96.95
7.00 7.53 0.33 96.94 6.90 1.04 88.74
9.00 9.38 0.37 96.02 8.11 0.39 82.45
0.00 0.69 0.23 0.00 0.64 0.20 0.00
1.00 1.51 0.95 82.05 1.46 0.06 77.48
3.00 3.44 0.33 91.43 3.64 0.19 98.60

2 5.00 5.45 0.64 95.05 5.56 0.49 97.38
7.00 6.74 0.81 86.43 7.59 045 98.59
9.00 8.97 0.27 92.00 8.54 0.50 87.24
0.00 0.55 0.21 0.00 0.63 022 0.00
1.00 132 0.22 76.89 1.42 0.29 73.73
3.00 3.18 0.60 87.72 3.22 0.36 84.52

3 5.00 5.29 0.61 94.72 5.49 0.34 95.98
7.00 7.21 0.92 95.06 7.35 0.43 95.26
9.00 9.11 0.92 95.13 8.60 0.44 87.94

1 s e 1 ar 4 = J Ll 1
wuhiesazmsfundylumsiiedaveaneding SPE-C18 nuamsiuaziinIoniveglusae

39.82-96.94% Uaz 72.79-98.60% mudvuuazeglusrunuainoousy'ld
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@ .3 MIAHIUMANUNSIVDANN I FER AU UADENY SPE-C18 711313154

M39N A4 LanaRanmInaaeumsazmumnsgonan lelasnas lsanrune sl SPE-C18

]
=4 1)

1 hi'ldinnlean Aszaunmdudu 5.00 ppm

¥

AMWUN 1ANA(A0)
[
AodIl ATIN
SPE-CI8 |3u#| | 2 3 4 5 6 7 ARy

1 4610 | 4585 | 4800 | 4483 | 4858 | 4785 | 4602 | 4674.71

NINSM 2 4208 | 4651 | 5248 | 4863 | 4692 | 5038 | 4755 | 4779.28

3 5210 | 4564 | 5280 | 4516 | 5042 | 4144 | 5200 | 4850.85

1 4811 | 4556 | 4189 | 4783 | 3649 | 4709 | 4059 | 4393.71

G 2 4572 | 4990 | 4907 | 4306 | 4243 | 4164 | 4688 | 4552.85

3 4510 | 4910 | 4528 | 3663 | 4086 | 4826 | 4320 | 4406.14

AMUIUNIAIANNINGY (%RSD) 1INGAS

%RSD =SD—;‘?199- )

Taoi Audoaanasgvvesmsnageum ldnaums

SD =il L (3)

unumaaaalua1san as



H q' o 1 - [ :; [l 9/ a’
M3190 ALS tanarai lannnsiumauiosveIneau SPE-C18 111141440
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Andivann Andioann
ADAMIT Aunde WA Aundo | wesg
SPE-CI8 | Sufi (ppm) (ppm) %RSD, | (ppm) (ppm) %RSD,
1 4.79 0.14 2.97
namsi | 2 4.90 0.33 6.85 4.89 0.09 1.85
3 4.97 0.45 9.08
1 4.50 0.45 10.00
fwdoudn | 2 | ae7 0.33 7.19 4.56 0.09 1.98
3 4.52 0.44 9.79

Tﬂtjlﬂﬂl‘ﬁﬂﬁﬂﬂﬂ%ﬁﬂﬂé AOAC uaaanalunisrai o .6

M 3190 Al .6 LAAANUNNTEONTVAINIIMAGY (The AOAC manual for the Peer-Verified

Method Program, 1993)

Concentration of the analyst % RSD
100% 1.30
10% 1.80
1% 2.60
0.1% 3.70
100.00 ppm 5.20
10.00 ppm 7.40
1.00 ppm 10.50
100.00 ppb 14.90
10.00 ppb 21.10
1.00 ppb 29.80

3 "
nndoyatudunuhmsazmnnasgumnsdoaanlalasaas lsananududy 5.00 ppm

= . ' o o 2 4 ' ° e
1A %RSD (repeatability) TAur1u SPE-C18 namisAuaz i oniuda T 1dinnlddreg

119293.09.0% uaz 7.0-10.0% AWEIRY HOT%RSD (reproducibility) KM SPE-CI8 114

MIn Rz NAI oA 1.86% LAz 1.98% AyUEIdy



155

I ] v
M9 a7 nasimseensumnnuisalFinaat AOAC 1ag Codex 484 EU fnua 138 aii

fi1 HORRAT Neausy

Reference
AOAC <2
Codex, EU <2
mssziiuanuies 1ao1d Horwitz eqution
RSD, = 0.66x 20-05'C) @)
RSDR = 2(]—0.5'03(_‘) (5)

I

o %RSD,

%RSD,

C =

71 RSD ninmsnageyluden)jiignisierduniotu
(ALY (Repeatability) 3A11]u Predicted RSD

1 RSD nInMsnadeuatsv palfiiamaoaiuns odeTuiu
(Reproducibility) 9a1i]u Predicted RSD

Concentration ratio

1A RSD #1 1o ndualuaunisfi 2 vufoudua RSD fisaald naunist 4

v
uaz 5 9214 Horwitz’ Ratio W30 Horrat faaumsae 11

Horwitz 's —ratio | Horrat =

Expermenta | — RSD
Predicted - RSD

(6)

] [ ¥ b4
WUIIA HORRAT W 1afieg luinasifivensu'ld uaasi anuivsiivensu'ld



o ) 4' as - é " o ¢ " £ :
.4 MIATHIUMANUNLIVDAUNNTIFENAUNHIUADANY SPE-C18 'm'li‘lﬂ
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4 o o 2 o L4
M990 AL uaawamInareumIazaumnwoaau laTasnas lsanruaodu! SPE-C18

] v .
minnldaiszauniundudu 5.00 ppm

M 1da )
fodId Asad
SPE-CI8 | Juit | 2 3 4 5 6 7 | Aunde
1 | 4410 | 4585 | 4800 | 5183 | 4858 | 4785 | 4602 | 4746.14
naMsM | 2 | 4561 | 4731 | 4558 | 3927 | 4387 | 4898 | 4429 | 449871
3 | 4583 | 4730 | 4264 | 4677 | 4981 | 4040 | 4811 | 4583.71
1 | 4317 | 4620 | 4959 | 4434 | 4318 | 4292 | 4211 | 4450.14
fesowiu | 2 | 4811 | 4sse 3189 | 4783 | 3649 | 4709 | 4059 | 4250.85
3 | 4735 | 4462 | 4528 | 4886 | 3196 | 4664 | 3156 | 4232.42

ANIUMIAMANUNGI (%RSD) 1Ingash 2 9¢ Tamdalumsadi o

d' — -4 o " = w d g ¥
A13719N A9 llﬂ'ﬁiﬂ'ﬂﬂ‘lﬁ1I1ﬂﬂ1iﬂ'lu')ﬂlﬂ'lﬂ111JmU~‘l"lJf3siﬂi)mJu SPE-C18 #1991

[ 4
o

Anfioann Andioaun
nodnl funde | wnasgiu Aunde | wesgiu
SPE-C18 "ui?'i (ppm) (ppm) %RSD, (ppm) (ppm) %RSD,
4.86 0.25 5.21
nmansm | 2 4.61 0.31 6.82 4.72 0.12 2.72
3 4.70 0.33 7.11
4.56 0.26 5.84
fedoudu | 2 436 0.65 14.96 4.56 0.12 2.80
434 0.75 17.35

Taoinuain1580u5 U109 AOAC UaAIsa luAIT 197 &l 5
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9 q’/‘ 9 ' o = S Y 9
nAvBYATUANNI NSRRI IUMNFaty e Tasnae sainnududu 5.00 ppm
i ' e A I
A1 %RSD (repeatability) 1nBH1M SPE-CI8 nsnsiuaziwseniudaihunldaeglugna
5.27.1% U 5.8-17.3% AWAIWY UAZ%RSD (reproducibility) W1 SPE-C18 NMamsauiay

MATEUTA 2.72% uay 2.8% ANEIaY
o 1 ﬂ!’. 9 o ﬁ' - ar U £ﬂ. o g l='
1181 RSD A I8 nduna luaunis® 2 sidoudus RSD figandld snaumsi 4
uaz 5 9214 Horwitz’ Ratio %30 Horrat §3A15197 @1.10

WU HORRAT #1 laTieglunamifivonsu 1 uaasi anuiiesiivensu'ld
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M31efl o1 uanswams IR EimUTinamnsdendulalasnas lsa ludietiadumy A, B

uag C
MALRIRTRA (xi)
anuutu | A
nodu fivel&nde | Wudu
SPE-C18 | @190 snundifinsania (ppm) (ng/g)
1| 23] 4|56 7

"id A | 742|885 (727 | 627 | 540 | 533 | 997 0.74 2.96
M B [359| 956 | 748 | 385 | 694 | 840 | 748 0.69 2.76
C | 244 | 492 | 587 | 784 | 489 | 369 | 796 0.55 2.20
A | 694|628 [ 573 | 894 | 653 | 516 | 726 0.68 2.76
fiaTon B | 244 | 586 | 705 | 560 | 661 | 686 | 896 0.63 2.56
s C 545 | 918 | 689 | 467 | 378 | 443 | 863 0.63 2.52
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MANUIN 6.

na lumsivasumsluneduyi SPE-C18



Wisudisunanlums1diumsazaiovosnedund SPE-C18 uaazyila (mamsduasii

NTUNVY) LEAIAT lUA15197 a.1

= ' o d 4 a J
M13149N a.1 uﬂmnmmﬂnamuﬂaauu SPE-C18 Vl']\‘lﬂ'liﬁ'lllﬂzﬂlﬂiﬂlmu

nalumsiunedu SPE-C18 Guif)

Ao NMIMsm fnTondu

SPE-C18 §nunts A

Sdudi 1 2 3 | wAv | 1 2 3 | indy
1 7.34 | 841 | 837 | 8.04|22.13|21.38 | 22.56 | 22.02
2 8.16| 7.82| 7.71| 7.90| 638 | 8.67| 7.21| 7.42
3 12.28 | 13.42 | 12.14 | 12.61 | 7.72| 835| 7.42| 7.83
4 12.57 | 12.42 | 14.75 | 13.25 | 18.69 | 19.74 | 18.32 | 18.92
5 14.66 | 15.11 | 14.38 | 14.72 | 19.31 | 18.86 | 19.82 | 19.33
6 20.06 | 22.91 [ 20.83 [ 21.27 | 7.66 | 6.69| 7.32| 7.22
T 1093 | 9.23 | 11.67 | 10.61 | 9.58 | 10.51 | 11.38 | 10.49
8 12.1 | 13.14 | 13.17 | 12.80 | 13.44 | 14.23 | 15.34 | 14.34
9 24.69 | 23.38 [ 24.71 [ 24.26 | 16.9 | 16.81 | 15.87 | 16.53
10 13.45 | 12.68 | 13.2 | 13.11 | 17.25 | 16.75 | 16.09 | 16.70
indy 13.86 14.08
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J ] o 1 l: ' ar
vndoyanud nmlums Inarunedng SPE-C18 mansduaz il vuiuudaznodunio

o4 111924 8.04-24.26 i na 7.22-22.02 Sl mudrdy

° a o~ a ' P &
uTNﬂﬂ'ﬁ']lﬂi13ﬁﬂ1ﬁu1!ﬂ?ﬂulﬂﬂu53"11q SPE-C18 “1@“15#11“15“[9‘?5”1’“ Iﬂﬂ

limanada Paired-t-test iiludmameu 1ngas

wld
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M9 A.2 W ouMoUA1INNITN Paired-t-test 55MI19ADENI SPE-C18 NIMISAMAZ TGS b

2
Yu
as o L) o a '
DAY nalumsriuneau i
SPE-CI8 SPE-C18 1du (3u#) HaA1a oy
faun namsi | eSouau x, | AuRde | Wy
1 8.04 22.02 -13.98
2 7.89 7.42 0.48
3 12.61 7.83 4.78
4 13.24 18.92 -5.67
-0.22 7.77
5 14.71 19.33 -4.61
6 21.26 7.22 14.04
7 10.61 10.49 0.12
8 12.80 14.34 -1.53
9 24.26 16.53 7.73
10 13.11 16.70 -3.59

TaoA1 t 1INMITNATZAUTUAIMES (n-1; 10-1 = 9) Fszauniuiule 95.0% Tauniy 2.26

¥
wld o, 01y -0.090 wud e, <, uamainia 2 35 liuandresuediiiody
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- 4 d‘ o/ L] A = &3
TasinTInnsWiiumaiianiian ¥ lunmsuenmsdetndiidaulsznounaion wiia

MsuonMsIzeIfonanmanaeuiivesmissznindeaa TaomaiiludgasuSoni mla

[
far o

8yiui (stationary phase) Audadiiudriazarviimdeud lluumaegiuiGendn ma

W

1nABUT (mobile phase) indnmsiamie Tuanavesdagnazarelumsaedraszinush i

Tunedminazimnesnvnnaednidromanaouil ynsfiarsazarsluassIogamaurIy

o

¥ o o a3 4 - [ g 1 LY a
Wl lunedinivzgnwieensinaednidromlanaouiludasusaeg fu Tavezifanms
N3Z10A (distribute) T2 NANMAADUT (mobile phase) Aulaeg N (stationary phase) 11/
wiouq i lioannmsudazyilaiinnumuselumsazaionazgngadudiaiu Saia i
esImsindeuiudazasaeiu daaaslugiii a.1 fa1s A fuas B waufueg a3 A gn
o o o Yo A Y - & a F IR U 1 o o
gaduiiaiiegiun ldvios Sunaoui 1dG wasgnuonoenuideu daums B gngaduiinla

S 1w dyy 2 A4 dywy o w
negiui lamniundoui Idduazgruonseniinga (32, 33)

Sample Mobile phase

b AT Y r 2T b

AwD [T s ]

Pucked |57
column [

-t ] o+ — Al o—t— Bl o L defector

n £ I i ty

-
)
-

Detector
signal
>
;

fo n fa 3 t

Time
(b)

30 a1 msuenms A eenin ms B TaserdondnmsmalasinInns i [33)
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ANUUANANTEHINIATINTINAOUANTBNITNTZIIBAIVEIN 9ITANINANAAYDY

. ¥ F
ar = 1 o 9/, 1 o = Y [
N1TNTLWAIVOIMTHFIUAAI NsNAITTNTEIwal laana lualaTududuusanuig

[ -

o o 1 = ' = o oS a o q ¥
‘IJENTmﬁf]a’um’dﬁﬂmﬂﬁﬂﬂﬁm m‘m‘iI.II.Li'Wm'NI.'H‘LIU:Iﬂ'IJMﬁ'ﬂﬂgﬂﬂﬂnmﬂ’nﬂi}:ﬂﬂﬁgﬂ

- 1

= a vy = ] P o A & b
ugneenuIinds uanmslaliusamaniivatumandouii 18dnifezgnusnoonuinow
] 5 q’: a a aa - a 4 ' o ' ' 4
na lnvesmsmirmiloniuziianinduasisoiifaiusennamsdant s wu ussgaew
szninlesnn, usslalna-laTwa wieusaszuivezaeuiidiunariulmanavesmsly

=

& y 4 d v as {
mlamaea fle oadilsznovveurmndoud sadilszneuvoamaegiuil uazgaingiveans

9

NARDY [45]

1 ﬂﬁﬁaﬁﬁﬂﬁdﬁ)miﬂﬁlﬁ (Factors affecting retention)

lﬁﬂTnmaaummsﬁw&wag"’luﬂaﬁuﬁwﬁﬂanﬂmmmsnixqwszwiwﬂaaéﬁ'uﬁ
uazidadiindond nsael3azgnalugueinravesnisnszereszniradaiamos
dnnlszneuvearaiindenii ﬁsiwﬁmauﬂﬁﬁﬂtjﬁuﬁuazqmHgﬁ dmiuanudiniuny
nqufudnzinadon1snszane (distibution) lumaidaufalasurinns ¥ dmiumain
vourad-vounad InsunInsnsiianuduee hilinademsnszae

flduiifinademsnal3ifhuusdamilvasznaliana Gntermolecular force) Safiy
u3amaIihada (electrostatic force) i lamnguesgaouf (coulomb law) &

1.) amﬂaauﬂizij'laﬂau (coulombic forces between ions)

2) usalaTna-1aTna (dipole-dipole interaction)

3) usalaTwa-laTwamiionh (dipole-induce dipole interaction)

4.) smszniwaazﬂﬂuﬁtﬁuﬂmaﬁ'ﬁumqa (dispersion forces)

5) usq'laaau-‘lﬁiwamﬁmm (ion-induceddipole interaction)

6.) vuselalasiou (Hydrogen bonding interactions)

Lm5’u1aﬂ§11aﬁtﬁﬂsnﬂuiqﬁm‘ﬂszH‘J'Nﬁ'uﬂﬁaﬂﬁﬁﬂszqmnwﬁmaqﬁﬁ'ﬂﬂfju
BidnasouvesTuanalndifes %qunﬁmmﬁw’ﬁyuiwth'iumqa pznounie lovou'ld Tay
usalude 2,3 uag 4 Whuuseumesnad (Van der waals forces)

- usalaTna-1aTwa (dipole-dipole interaction) uusefsgasenie Tuanauuiidh
Tﬂuiusaqanﬁqznﬂmé1u1nﬁlﬂu511ﬂﬁ1u1nttaz§né’1uuanas‘i'mw‘lﬂﬁmvﬁa@ﬂﬁu usele
Twa-laTwasgiiummlumsiaioaTuangalfifusadiou uAnsavzanailogamg iy

- usalaTna-laTwamiionih (dipole-induce dipole interaction) tSuuse s nad
‘luimaqa’ﬂ%"z Favzmiionh I TuanalndFoadidr9ans1 Gon usaneune (Debye force)

] ¥ £
n3ou5un1eN1 (induction force) AN IMIAYSodosTudUA A Mo lUMSIRaT
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vosTwianafigniniioni  Taedidnaseuuradanszgnialdie v l¥iAansnszaiovos
BianaseuAanINAN Vedifangudidnasoumuiniu Bnddinqudidnasouuna il
fatanuazauiu

- usasyminezaouiuiunaretuTuana (dispersion forces) ifunssfuinonag

U q’j a 4 1 a d % ] ° o ¥
¥o1 Tuanan il ifaninmsindeuiivesdidnasouvaznila i ldnszawminave i ld

=]

& o A & s s
dumiiadida Iihamnnnidnd i naredluTuanafita99a517 (nduce dipole) AZD1Y

v 3
ol

[ 3 v &
milgnih i Tuanade ldid299a5 1980 Tasd Twanavon ldmeiialefimivezifia

3
=

ﬂ? d'. o = dv 1 a d'l = = 1 - = )
Tuenaavyu msmitisniilemaludemigoss MINALIIRIGATEN I Tuana ni0i3un
USINNTEY

] ='. ‘; - | d.! L]
HIARNTENBINVYUAWLIANTBVIIAYDS Tuana 11910 Twanavuia lvajdon

= o a d a tg = = o <4 =] d!‘ o
umu’mamnmamwummmﬁ'w LliQQQQﬂﬁluﬂTﬂ'ﬂNE}'J'H'HNLI.'lNHiQ'UN HINAINVTUIU

ad 9 1 o e o g/ (] = o 1 '
sanasouuad 31519 Tuanadaiiadni ldmsurnsznelinnuudasannua vy wu &1

= - o o a o a d 4 4 o o a
Tmanaiilassairiidudennvildiiansuaididnasouiimioni ilfidaussdga

) ¥
HDUMUAIY

]
o A1

< P ' @ » " . 2t o =
usagamieIszn I Tuanazmdenaniii ‘like dissolves like’ A Tuanadidavzda

3 '
T o

:: o (=1 n‘.: 1 =8 ] o Ty n’: =
milanuTuwanaiivs dauTuana lifivisydamiioaduTuanaliidr lumaiinTasurTnn

¥ ' ¥
A P 144 o

sllaegiuneeidreiudewuu fio viladduazyiiai luilin

[ |
" =, 1=

¥
mlavegivuiiiia hifldn ussBamiivasgnhamaegiufivia lifidaduuswrinsza

h.

¥ l
Y =

Tnmnamsﬂ'luwwsuﬂmmmﬂﬁa fuiimldidamsnaoufissuais e

[l
=

¥ )
maegiuiiwiiafidn Twanamsiiviziaussdunssanmiumaogdud iHuusala

oy 12 o

] ¥ '
Twa-laTwa S i Twanamsiiddundonfidrvans i hifida

[}
e Ad o

Uszianveamegiviiinimssy lunediniidoiuaevia

d W Y i o
. maauwﬁ?%’nﬂumgﬂmu (absorbents) voudaiiiunl4dos linzarelumla

‘; "
WUNHIg qmnﬁﬂﬂqmﬂ.,mmmﬂwuwwamaﬂﬂw ﬁ1mqﬂwum 306191

Zn

4 d

inaoun
v

ifidaes ugnaaduly vae wﬁﬁmammww nngwu'huumawumuwum

-

TaTasiou FausaBamilornzundosiufuanmmsing 51ﬁmﬂmu1uuﬂjwzlﬁﬂuswﬁ

1= o o

" o
miloanknszneiuasdedie hifidn ¥ Twanamsiivirzeenanaedmniney

v
=

v. veunariduiaegiufindeuunveauda (solid support) 1A8VDUNAINIIIN

1
fa o

wdouuusrAes hinzawlumaogiuidi
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o 3
2 Mo InugIv

2.1 uMAnBsALY (capacity factor, k') [34]
wdrmesnawy  dusivenlinswhmsaunsomizumiisaoglunedni1da
ivala mldnnnammsinsziiunednd ) MWiow1ddusnamadingnlsy

(adjust retention time,(t,t)) M1IAWIAWBIANT hignmiamilvmTanafiamaoui
] a d s -
runaduY (1) Awaalugili a2

k'=--2—2 2.1

tR
to t’n

.,
R == 5

| Unretained

1 / Solute

= Ifjeet = e=mm=es

3 a2 uamalasin Tnunsulumsdnnuviariledonamg (capacity factor, K [34]

hivhradea K lAun esdlszneumlmndoud, maegiuiiunzgamgiivesms
naaes Taonala K adsegszndng 1 - 10 msiznatilduasmsuonaugad de K innifu
1 4 ar ar n‘; 1
10 - 15 uash lFannuuaziing 1dnhanazuon 188 asaeialdonn dniud K szuen
9 =3 P a d ar =t & a

Tinswdaanmsinssignazuds aunsuendnyaizvosiinnhanieuay msasaeda
A 4 A
1ANT0d1e Msusveurlmnaoun

2.2 ANUIWNILNIZY (selectivity, O)
Adunzmzeailudivaastnnuannsavearaegiviilunmsgadunieazay
ar 1 = ar L T v = cx ar -’: i o
#0614 2 wila gagady @iy A hiinueadmslumsuonifaiu Anfumanuiume
] ﬁ 1 1 s = = & o £ 4
ERINuMITVINANUIANANYBIATIMUTUYEIRa 2 fin Fuihlduenlddiszuulns

b 4 .
wn Innsiidszansnmedalslunmsusndediansasseenniniuaunisi 19uaasn
ANUTUNIZIIZ09 A0
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Ly, =tr, Vo, = Vo i

o= = =— 22
' I
“R1 _tnu VR, ‘Vo k:
& / ' o =
o kl o ﬂ'lllﬂﬂlﬂﬂﬁﬂ’l'liﬁl‘llﬂ\‘lﬂﬂlﬁﬂ
f 1 o - o
k2 5= muﬂnmmmmqmmmmam
! a a o= ' @ o
tr = LAMNTTAATIEHNALINHIUAD AU
/ = a dat A ' o
tRZ = AT AATIEHNANTDINIUADANU
" o -3 " ar o A - df aa (- |
mmm‘uzmzﬂqwwagnumﬂﬂszﬂamﬂmﬂaauﬂ wunmmm;ﬂﬁaqnummz

= 1 o = ' 1 = J 1 ' ] ar
Ny 11.lﬂ'l‘il.wﬂ’d'ﬁ 51ﬂ1%1£ﬂ131%13ﬂﬂﬁﬂ1ﬂﬂ')1 1 !.!.ﬂ'ﬁ\ﬂ'lﬁﬂ'li'liﬂmﬂﬂ‘llu amt’fﬁmmmu
[ g a  ar d'l =1 ﬂo‘ﬁ' 1 o :5 1 o ai 1
1 ugadnuMsHaununNu Lu‘aqinﬂm'smm'im"l'mm'mu FINVUWIZIEZWNHNZTUDY

Tu¥91.5-4.0

2.3 ANUANINTD U5 (Resolution, Ry)
= d S =)
ithninonSegalszasdvesmsusnmslasnszuaumsmaslasinTnns il foeuse
4 1 < ' ) = s n. 4
ugnensHauean N 14 iNewgnnfSinamsudazyiiauazasvanuuignivesas dsi
venlimswihmsusnvesmswaanivanioli fie snwmmnsalumsien (Resolution; Ry)
A 1 { 1 = l:: LS o - I | é Y
Fuduarivenlinswhifinvesasaesriafiegiatuuoneenaniudiioels  Fmsuonii
E 4 ¥ L4
wAnsIAITIszEznmAsInAsuIuAeA uazA YN NvesfinTsaes  Aalden
¥ v ¥

ITITMNAUTEHINA WML SYAgegAvesianIdesmsaoanun Nundsuosfiafisdes ¢

aumsii 2.3 uag Insan Insunsumsuenveadts A uaz B dauaaslugili a3

24,

R o 23
w,+W,
e w, = ANUNINYBIAALSN
W, = AunInvesiiniaes
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Detector Response

'
SR

Wa We

31 a.3 uanslasn Inunsuvesdns A uaz B [35]

auladamsuen Ry lidwndu 1.0 Avawedmiumsuening T Sransdaedie
' [ ) [ ar 1 Y 9 1 P 1 .:z‘d o 9 =y 'd
Tidudunmin uademsiedaduduinn m R, asisunanhiitezildmsiinsed
mafSinaldgndes dimsuoneidy 1.5 nueanud Aisusneenainduldwiiy 99.7 Tau
¥ v ¥ 1
1§ udeiunfinnngausnudimndusmindudugiu &1 R, Ainwidy 1.0 fanumane
\J 3 s { g lﬂ' ' l=' o = =4 & 1
TiaNeaeueneennIniuld 98.0% wvuzitn 2.0% AeWuiidiuNisauiudnianila ud
E
° a < a a U - a 4 s
i W lFoumedndmseidalSinald SHamsuoniiguiulyl urashiiavames
¥ s o 9 cg =) o o To s : ¥ [
vutunn  ilddsnawesdundesinihavawlaslisuily - dnfusimsuonaisdsy

annz 1A 1daminzay

2.4 YszAnTnmAeduy (column efficiency)

UszinEnmuesnednfaziinsan ldnnfinfignezesnin Tasiiiiundads
UszAinBnmusnedinifedmumaniieglunodind Gond wanmangqul umber of
theoretical plates, N) uazmmqwmmamtﬁnzmaﬂuﬂﬂﬁm‘f (Height equivalent to a

-

A o o d = ar 1
theoretical plate, H N30 HETP) mmmumammﬂaanuﬂzuanﬁQﬂszﬁﬂ§n1wﬂﬂauﬁ"zm

a A ° vy
msvssgaiiesla snsoduanldnn Tasin Tnunsy

2
N= lﬁ{iﬂ—J 2.4
W

We N = F1UIUNAN (number of theoretical plates)
. = namsneBvesans

W = ANuNININA
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4 - e a 4 é é 9 =
Tunsdifinnunduvesguiindaldon awsaiaiianugaiiuaianiiannunhavesiia

N =554 ‘2 2.5
W

L
2

& o - o o [ [ )
FainoumanaumauilunediniudsiuTagassfunnuennednd L) ¥« 1dnnugaves

¥
INANAUNG Y (The height of theoretical plate, H) Aail

H= 2.6

L
N
) o a ] = ar 'é

Taom ldudrsmunumanamauilunediniTnsin Tnsns W v aiianedini Tasin
Innsmlvoamadnuvayssomsgeerisnnumanaumguilszana 10,000 man ualu
ol lumsanadaomaueauda (solid phase extraction) 9eiismaumananmauiiie

" a g - A g ' dv A - e o -='l a

n31 UnAudrnziiszanm 20 man niedesninil lesnniiguaanidnisiaudiaeiu Tag
TuneduinlFlumsadadromavendees 1 1dvimsuonmsifosdnaervaza1s§ 10619
Aunedml udvziimsgadumsdieds 1 fud S wonasinszieonin

Aulidneg Alwaden H msiiannunevesiauaznainmsns Buesansiidresy
3 {lave Ao

1) M3ILUNIIU (Eddy diffusion or Multiple path effect)

2) MIUNTAINAINEIIVDIADAYY] (Longitudinal molecular diffusion)

3) mseTounIa (Mass transfer)

1) MISUNTIU (Eddy diffusion or Multiple path effect)

& = ar L o
LﬂunmﬂﬁaumeaTmaqa'lﬂmnmmﬂnﬂaauumuaumﬂuauﬂﬂagnumm
o Py " W 4 & -

Yarsdnudhinlarwdueeninaedinildszoenafiuandarafu o nmnaouiidn 1y

= s

_ ] 1 1 1 s o A i
vinugeshnliginievinauazglsnveseyniaandu lildnalumsindeuiioen

anfudaaalugyi .4 Salinai ifiaves Tasun Tnunsuailumnniag
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30 a4 uamsmsunsh i Tuegavesmsindeui lunans e [37)

2) MSUNTAINANNYIIVBINBAU (Longitudinal molecular diffusion)
A 4 y v ' ¥ 3 9
iWumsnsznevesTuagamsluslmndouiinnanududugaganududud,
= A A~y v a ' 4 Hq ¥ 2 o q¥a
vz luanamdsuiiniunoduiszinan1sunsuntu nanldszezuu e liifanis

N321BUUUANAI (band broadening) Aauanslugilil a.s

SIAr m— l l —_—

JUN a5 MsunsmwaNeIveIRENIY [36]

3) MsaulounIA (Mass transfer)

msarwTeunrasduiuiaedasinisgndada option)  wiegnideseen
(desorption) ﬂmaTmafga'cm'ﬁ'ag'5zﬂiwagﬂmﬂﬁ'auﬁﬁ’mﬂmgﬁuﬁ ilfiAasasimandoud
Tummadeudiaaiy cﬁaﬁ11ﬁinmqafﬁsﬁé’fmnmmﬂ"lzjﬁm*ﬁmﬁﬂﬂnzfmqamssmin
apunald

ﬂa"lﬂﬁnﬁm%'mﬁumsﬂ'wTaumammmuﬂqrﬂumiﬁ1aiaumaﬁﬁdmﬂﬁag’ﬁuﬁ
() nazmlmadoud (,)

- il C, (C, term : Stationary phase mass transfer) ﬂﬁLﬁﬂﬁnqmﬂﬂmafgamiﬁuﬂﬂ

ssnihaaegivivasmnadeui inassmyuoams himuga Wowmdouiidioanuidigei i

QG
[

1 4 g v 4
Twanamsieglunzaugaindeuniiiueeninaedini 1ddes nazdreynafiussylu

v da 1 @ = o v
Aoaudiinuniuun Tuagamsszgadasvunuiuly Ml Tuagamsusdiunga

v
20AUUNIIY
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- W C_ (C,, term :Mobile phase mass transfer) a9 nm s lnanlmadouiiniu
¥ ot A 1 9 L 4:& v v ' q' '
5919 ayMALANA1NAY Tasueanadneg Indeymnveunaegiune: lnaldsnnineglna
T - T A o R A - A 3 1 g/ - 1 9
n wiemlaegiunueymaniigngummadouidod loglugwgu d1Tuanafiunsid
Tlugngulddnfzeenninaedni1dd it Tuanavesdignazatvesninaedindla sl

¥ r ]
wionu AniumsindeufvesdIgnazaIeTInIany

'
Ao
=4

=
-]

=3

Stationary Phase
Mass T?‘nsier Mobile Phase

Mass Transfer

s a6 msoeTounda [34]

2.5 duilsz@nTmsuanu (distribution coefficient, K,)

mdulszaninsuenuraiudinei uaasdsaugannszaodivesmsdiedis
sgnaaaead Ao wlaegiuuaziandoud Tasardulsz@ninisuanuvasziiiu
o 1 1 3 39 s ta A ¥ 9 ar
pasamIEHINANuNIuvesignazats luaegdiundeanududuvesdignazatelu

Weandou Gona 8AT1AIUYDINITNTLIY (distribution ratio, K)

K = [X(:.'J.\'urbem ] 9

[X solution ]

e X = anududuvesmsneglulanegiun

absorbent

= anudnduvesasioglumlandoun

Solution

o

1 ) Q!
= Mausza@nsNITHNIg (Distribution coefficient)

Y w = = @

1 1 o -3 — g 4 U
ddgnasmelivatwyiiae ldm K aedu hildifansueniiu dgnazaisiiiiar K
Qe [T To A ' A4 A A A o ¥
N wueund 3JﬂT]i]L‘U1]‘llu1‘14Lﬂﬁﬂgﬂﬂﬂﬂ'lﬂﬂ?"ﬂﬂﬁkﬂﬁﬂuﬂ §]$Lﬂﬁﬂuﬂﬂﬂﬂ‘ﬂ1ﬂﬂﬁ)ﬁuuﬂﬂ‘lﬂ
T W ety 9 oA w -, & da  w 4
NAIYNATAWNUAT K UDENIN “lNﬂ']ﬁll']J'i:a"ﬁTi'ﬁﬂ'liLﬁlﬂlﬁN%Bkﬂu‘ﬁ\'iﬂ‘b'uﬂﬂllﬂﬂmﬂiﬂ'ﬂﬂ

imiiluiiadniudonsy
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i Breakthrough
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1A o Y = o w [ ] o ar
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