mn 3
o '
HaLarnNITI9NTaua

dufl 1 prgiefangns 2-tamend-1.4- 1w InaiTun

awnﬂwsﬁcxﬂiqv#ﬂﬁi?ﬂﬂawﬁﬁﬂﬁﬁ%ﬂﬂﬂﬂitﬁﬂxaatnaésswiwo
2 angond-1,4-1udinedTur $1un 10 n¥n Sutsmiuealaadinge dusads
1ﬂa17uanumuxﬁuwaniﬂtﬂuﬁtuﬁaeaau ﬁaﬂuaauxwavﬁ 182.5-183.0°%.
$717%  6.51 TN ﬁﬂtﬁutﬂ07x%uﬁa11ﬁ1ﬂﬂsauwm 65.10% anawilAing g
axﬂnTniaTnﬂﬂaeawsﬁ1ﬂaﬁnnwsﬁotﬂswzwLﬂvauxﬁaunuwaﬁﬂawniuLﬂﬂuuwu
Lfugtodh

uv a;ﬂnm%uua«awsﬁ1§awnnwsﬁotﬂiwuﬁuauﬁaﬁﬂawnWHLﬁﬂuﬁwu
(uaaalsiadw uaaqﬂuvﬂn 10 war 11 awddy  svuiuiialinadutesang
Hoaoafl#an ) mex micﬂuﬁoﬂswngnﬂkuawaﬂau 243, 248, 274, 280 URY
333 W THL 96T

W avinadnuesanafldsnmadeierefuarfiataannlufautu
(Tutaﬂﬁuaa) uaaoWuTﬂn 20 WAY 21 MNARE  srifudnatinaduesang
fogoed a0 » max msonuﬂaﬂiwngﬂnkuﬂwsﬂﬁu 246, 252, 275 UAY
333 w1 LU

IR dulnedy (TruwsaideaTuriud) wesarsfildannniadsiaseduay
J" L2 o8 [ : . o L) é 3 (Y]
fataanlutfautiin wanslugid en uae 3 enaardy sxikudn IR avlnedy
oA ez st udouty Teal#fiefiuansrsumiuseTsndin  (aromatic ring)

)
o

% 3400 cm~

1 E 3

(C-H stretching) Wa¥ 1600 cm = (C=C stretching) wg

)
o

¢ a - » 4 ) 4
A1fuofia  (carbonyl group) # 1680 em”’, wWenfuiladined (ether
functional group) ﬂ 1240 cm™* ay C=C stretching 1% quinonoid

-1

ring i 1645 cm
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NMR @ inednussan TR idannnnTd s aTieduarfatasnlu fautan
é z 2
uaao?usﬂn 40 WAY 4% ANRSIL BLEWIYT NMR  §Lineduue g i@l
sSsuulag ‘lvsuﬂ‘nuﬂﬂo disubstituted aromatic ring # & 8.10

WA¥ 7.76, methoxy group # s 8.91 uar olefinic proton § 5 6.18
ufef s 7.30 (HufinuesTusmouly cucl, Feuwedlu coci,

awnnwsﬁnﬂwnauaﬂmamumnwoatﬂnTﬂsaTnﬂﬂaqawsuarxﬂfaULﬂaunun
Ssm9wls <2, 8, 9, 10) a3ﬂ1ﬂawa17ﬂiﬁqwnnwsﬁatﬂswsvﬂsouﬂa
2-1amond-1, 4- L udIned Tuw uﬂﬂﬂﬁiﬂ1ﬂﬂﬁﬂﬂﬁiﬁéLﬂTﬁsﬁuNﬂmﬂuuﬂﬂﬁﬁ
axﬂnTﬂTaTnﬂivuﬂqaﬂuaautwaamiaﬂunuaws 2-1amond-1,4- 1wl Tnad Tun A n
aﬂﬂa1ﬂ1Utﬂﬂunwuﬂnﬂsvnws ﬂiuﬂﬂﬂtﬂiﬂulﬂﬂuquiﬂﬂ 1,2,3,4 UALANTIIR 3
SetunaonniaBnunad el SeldanT 2-mand-1, 4- 1 udIned Tuu flas L aTedtiu
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A157198 3 Lﬂ%ﬂuLﬁﬂuﬂ%uwmawsﬂ15uaaqmauﬁﬁnﬁanWﬂawuuaaawi 2-Lanend-1,4-
L Tnas Tunfldannnnsdsiaseduarfiatnanlu fiauing

1599

¢
A5 ILAT e

a9 nlufinutyg
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Ll udansfild <o
TearLIan lung Ladau
NRBNLRAY ("9.)

uv avnaduluaralsnedy,
A max (¥ TuLung)

uv avdnaduluianuaa,
Amax (W lulang)

IR ALYn®¥N Vmax, em™*
(Tiunat BanTus lusd

NMR ALinady
5 (CDC1,)

65.10

dseana 3 €2Tu9
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243,248,274,280 Uav 333
246,252,275 \ay 333

3400, 1680, 1645 yay 1240
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* anan9d198inannian 3



43

dagﬁ 2 nwﬁﬁnanmauﬁﬁnwaﬁ@nétﬂimgaaﬁs 2-1amanf-1,4-1uwdlnadTun

QmauﬁﬁnﬁoﬂﬁnﬁLﬂﬁﬁﬁwﬁmﬁau1ﬁtﬁuﬁaqaﬁugwu?unwsﬁmuw%%nws
3 a1t anafidnu 1dun  mIasans, nmTganduuasludisdansn i Teian
(lutamuaa) uazqmamﬁﬁnWTnisQwﬂﬁauaoaﬂsizwiwu%uﬁqﬁwasawﬂﬁun%éﬁu%u
fedh pH A9 9

2.1 9aY

AnTarain1e9anT  2-tamand-1, 4-1uTna3Tun  Tushed
ava1atlafng 9 wanalumnsne 4 svtfuinanT 2-tamond-1,4- uinadTuu
avarelgalunsolsedn, laafiawaduntud wavlenaaTsfinu Ra1 fusarin
avanafifiluarsfinunans uanqwniﬁeasaﬁﬂ1ﬁ1uﬁaﬂwaaaﬁﬂﬁu 9 5 Twan3%
1 unan e .uﬁavasawﬂ1dﬂaﬂuﬂnw?a1ﬁasawﬂ1uﬁ1ﬂ1asaﬁaﬁﬁTwaﬁ%ﬁqotiu i
pavdtaranefiluangidn tdn loleatoniaw  tonimw  fudn ans
2-1umand-1, 4- L wiinad Tunlsazanaluarsavans 0.1 Tuand HC1  udavans
luargavans 0.1 Twand  NaoH LAat fuangaransfiffuac ity foyarinng
asanﬂnaeawiiauﬂﬂisTﬂﬁ{aéﬁauwn?uﬂwsLﬁanﬁdﬁwaaaﬁﬂﬁquwsau1unﬁ3aﬁﬂ
A19799NINNUANANN '

2.2 Qmauﬁﬁﬂgiqagﬁuuagluﬁﬁoéaniw1?Tatam lutamnea)

Jangi 2 Totana L tnaduu09anT 2-1anand-1, 4- L udInad Tuu
Tuiamuea  uandlugift 5 ﬁﬁﬂ11ﬂﬂ1?ﬂﬁﬂﬁﬂﬁ7%ﬂﬂﬁuua01ﬁ§0§ﬂ ( max)

offl 243 (A% = 9a7), 248 (AL* = 986), 277 (A\F = 833
) cm <

i1icm
1%

way 330 wTuiaeT (A, = 167)

vaﬁﬂﬁogaﬁam3ﬁ11Tataﬂatﬂnm%uuaoﬂnsﬂ?ununﬁuaa A1
awuwsnﬁLﬂ?ﬁaﬁwWﬂ%uwmaﬁiTﬂﬂfﬂnﬁiqﬂnﬁuuaq1uﬁqa v 18 Reswi il
drrlatflun1sferimuns83 s ek laald UV detector  fimnuzniafiufl
LR AN



44

2.3 n13NI¥I86199a1T 2-tamand-1,4-1wdinaf Tuuseniiefu
v ‘ . - v v
sanniusatfuiuiiiwesh pH 1-7 wavgenineful aniauduty
fdiedR pH 1-7 ﬁqmzqgigg

awnﬂﬁfnﬂaaowwdwﬁuﬂszﬁnénWTnssawaﬁanaaaﬁi 2-1anand-
1, 4- L udTned Tunsewin eduoonmneasuduii i wodf pr 1-7 uanelum1s1ef s
avifuinan P Tudae pH 1-7 19611081 A8 effusn wavfidnge Thusian L ade
(i 27.99

AduTrAngniTnTranafiresans 2-tamand-1,4-1udInad Tun
seninedut ontmududuiiiiedd ol 1-7 uanelumngnef 6 ssiBuiadn T
129 pH 1-7 881 1n& 1A efuLdulBanfudn P 7vwiwe%uaaﬂnwuaaﬁu%uﬁutﬂaf
Tutre pH §  usSidndniy  TesSdriafadafy 2. 12

AT 5 warmnT1ef 6 avifiuinlutae pH 1-7 @vg
d7u1wdauLﬁw1ﬂ8§1uéuﬁ1ﬁwasaﬁﬂﬁun%é TﬂﬂﬁasLﬁﬂ1ﬂa§1uaaﬂnﬁuaau1nniw
vantay  Feavifuldanndn P Tudas o 1-7 tﬁa1ioann1uaaazﬁéonﬂo
27.99 ugiSoldienitufidnifing 2.12 tiadu tﬁaﬁaﬁsmwawnTwaw%ﬁﬂaoﬁq
ﬁwaaawaﬁun%éasLﬁuiwaanﬂwuaatﬁuﬁdﬁwauaﬁaﬁﬁTwaw%ﬁﬂwunawadautantﬁu
LHugfravanefifTuandfida e polarity index, P' Y9399 uoa = 3.4
wavianidu = 0.1) (29  uazanauaviiiniTazangwesans  2-tamond-1,
a-twTnedTunlude 2.1 ReavanaldludhmavanefTua g8 unans  ue
avavang dtoannanfoirlaiavanalusifravaneffTuanseidn  gofuans
2-Lamand-1, 4- Lud Tnad Tu ﬁeﬁauﬁastﬁw1ﬂa§1uaannﬁuaaNWﬂﬂiwtantmu
wonanfidn P lugae pH 1-7 fenlndiBasfunnn  drasifulaldinans
2-Lamand-1, 4- Lud Tne3 Tunlsiunnds (Unionized) Tudrs pH § Sengevans
ﬁﬁtﬂw1ﬂa§1u%uﬁaﬁﬁasawﬂﬁuﬂ%éuwnniwﬁuﬁﬁ

nnuanmIdntenaaiany L ulifin173uinuuesansd1udnield Taaf
U J » y U ‘ : ) i
A1 P geniidueanmuaanutuiiiwodf pH 7 ﬁﬂwqe Lanel @19 2-
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Lanan®-1, 4- tudTnad Tun 8WQQ8Qﬂﬁuﬁ1uﬁ1ﬁﬁ01ﬁﬁ [pH 1991784 1aa%2 118
Aa1ldseya 7.0 (30)1

L89991na1S 2-Lunaﬂ%—1.4—tuuTnﬂ%Tuuqn1aTﬂsiaiﬂuaﬂsazaﬁﬂ
ar9t3091 91 faLfuans 2-1onsond-1,4-1udTnaiTun 8 Fyldaunsanan
p wpedng 2-tanend-1,4-tudinaiTunlunoven ol
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@919 4 AnnTarannresas 2-tamend-1, 4-tudInadTunludrirasanatiedne 9

Arn1Tavana’” giavans
Freely soluble aaoTTada
Soluble 1ainfawedanlad, 1araoTsfinu
Sparingly soluble wotlnlulasd, tundu, ovdinu,
Lofaordieam
Slightly soluble Tngdu, 1umuea, Tmuea,

tomuea, lolglusuuoa, Sined,
\ 0.1 Tuan{ NaoH

very slightly soluble 1gTaat anidu, LanL
Practically inscluble = 0.1 Tward HC1, 1

insoluble

*ﬁﬁﬂﬂ?ﬂvﬂﬁﬂﬂ@ﬁﬁﬁ?ﬁﬁﬂuﬂﬂﬁu USP XX} (13)



47

0.7

0.51

003 r

ABSORBANCE

0.0

400 350 300 250 200
WAVELENGTH (nm.) :

wad)
=2
=50 .
(82

UV dLdneduasians 2-ianang-1,4-1udlinedTur  (luiunvem)
ANt tuduuesans 2-1unong-1,4- 1wl Ina3Tun = 6.0 wan./ya.



48

1 [} ]
#1519% 5 WANITNe IR FNUTEANENITNTEI e (P) ﬂqquﬁﬁaaﬂoa
417 2-1amond-1, 4- L adInad Tuuseninsfuoonniuoatutuiii i wos
A pH @19 9

Ayt fudurasars 2-tanend-1,4-1udinad Tun"
(UAN. /NA.)
pH : p”
Fusennuoa Fuitivlod
1.6 5.87 0.21 27.95
4.0 5.86 0.22 26.64
5.0 5.87 0.21 27.95
7.0 5.88 0.20 29.40

" A1 1a38199NNTNARY 2 ATY (n = 2)

*p = gouiduduuesaislutuasnniuea
: —o ¢
a0 duduun 1@ 5T uduiivi wod
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&
] & 1
f13sf 6 wanIInaaa IRl eAnEn1TnTranad (P ﬂqmnqﬁﬁaamao
v v
ang 2—Lmnanﬁ—1,4—LuuTnﬂ3Tuussw11aﬁutanxﬁuﬁniuﬁutuaf
$ pH &3 9
At duduuoeans 2-1unond-1,4-1udTnadTun”
(UAN. /UR )
pH p*
E 72 v ‘
AUt dNL AW AuifW i Wos
»
1.6 4.12 1.96 2.10
4.0 4.12 1.96 2.10
5.0 4.16 1.92 2:17
T 4,12 1.96 2.10
" (] v
" AtladgusIni1Tneanly 2 Ay (n = 2)
*p o= g dudure saslufut ant
»
a3 dadnre 0an Tl uduii i wod
&
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Aauh 3 nTR1anEmManeasnl slasanTnnsfluesans 2-1amen-1,4-
e Ina3 Tunluiantuoa

3.1 a9 SanTlaunaidafiivunvay

swarTagenTnunTauesans  2-amend-1,4-1udTnadTuuly
tannuea  (anutdudy 0.40 man. /ua.) (ol Tuunawas fuanswanuas
Luﬂwuaaﬁuéw, Lunﬁuaaﬁuas%tmﬂﬁutua§ pH 4.0 @ utdads 1 x 1077
Tuand Las L anneatiuerd Lamihiisied pH 4.0 adwidudu 2 x 1077 Taand
ludnsdrw  75:25 (Wfunes/ufanag ﬁgﬂ%ﬁoﬁﬂnétﬁﬂaﬁuuwnuavﬁﬁnums
TaTan Tnunsafigdo I¥iau0 a1 ifAaNanT, uay (sharp)  uarliifefia
\naR9  (peak tailing) Llo991nans 2-1amond-1, 4- LuwInad Tuussgn
1a1asladlgdraluansavanasiratFoane (8) ﬁa&uTuuwaLﬁﬂﬁ?ﬂﬁoﬁaaﬂauﬂu
pH 1ﬁaﬂ1uﬁ1Gﬂﬁﬂlﬂaﬂaﬂﬁuﬂﬂ7Lﬁﬂﬂﬁﬁ%ﬂﬁﬂaﬁﬂﬁi awnwanﬁinﬂaaexﬁaﬂauan
pH Tﬂﬂﬂias%tmnﬁﬂtﬂaf pi 4.0 Tuadnan dududn offulsifuasagidnsnes
TﬂﬁuﬁTﬂunﬁuuavnmauﬁﬁnﬂi%tnuuaoawﬁ Koftuiflot funrsdaTear 1aann T4
snuuesnodud 3@LﬁanqﬁTmuwanuaﬂtﬂuaﬂﬁwauﬂaatunﬁuaaﬁnasﬁtmnnﬁtﬁa§
pH 4.0 eutfady 2 x- 1077 Taand  TunstRun 33 iaTedrn g anaans
2-1amand-1, 4- L Inai Tuudelyl '

1] ‘ ‘ L]
3.2 pI8nneasdi oL FonduL oI uodUAUANITA C(1S) Auwanvay

nﬁiﬁnﬁwnaaaaLﬁaLﬁona11ﬂ9ﬂ1uu1ﬂﬂqz1itﬁuﬁutna%uaa
ALAUANTR Tunﬁiﬁtnﬁwsﬁwwﬂiuﬂmaﬁs 2-1aman®-1, 4- L ud Inad Tun %c1§un

2-1ufa-1,4- 1wl Tna3Tun C1s ), 2 2-1sngont-1,4-1udTnadTun (1s,) uax .

1, a-1uWined3Tun (1s)  TesfianTmnsnnedn capacity factor (k') Uaw
a1 selectivity (a) ﬂaaawstuéﬁitﬂﬂuﬁu 2-1amond-1, 4- 1 ud Inad Tun
SoldSardrnTameiia  CLamiuea ¢ orfiemitlined pH 4.0  adutdudy
o x 10°* Taand) @19 9 fu Tesdwdmudn  capacity factor Ay
selectivity 970A1 retention time %%1§annﬁ7nﬂaaa gouanalumnane
a1919 8 wag #1919 9 luagns 9 lalduansdn selectivity (99370

A1 retention time 299AT 1S, Way 2-iameoni-1,4- tudInasTun Sa11nd

zﬁﬂqﬁumwniunnﬁmsﬁd1unaoTunﬁﬂLuaﬁa faanefiutionnin 0.3 waf ﬂaﬁu1u

7,



Shi

aTneassad i dldldinmeasslieaTeanuey 15, fu 2-1anent-1,4- 1w
Tne3Tuuidy vrre  TasdimsliacawisanTavaraues 1S, %3e 2-i1amend-1,
- T3 Tunlniamueaifian 9 1w ,

a1 k! -tﬂudﬁﬁuaﬂaﬁcqmauﬁﬁﬂ37§tnuoé?uﬂaﬁu{ﬂaeaws 29
atarwrTotifasnlasiddnaTann s 188y solvent strength 19laungL9s
Feir I8 TaznisufudarndriveosTauaiafldanamauf Ar k' fdlarsagsending
1-10 ¢31) '

Al « tﬁudwﬁawuwsnuaﬂeﬁoﬂﬁiuﬂﬂmaoﬁﬂmaoawsaacﬁﬁﬂﬁaé
fafu FedrnlsenousesTanaldasedinanont « 3nn3ndnsidinsesTvune s
ot v178a1nlsn T usnsdanes Tuunaiiaseir Iddn k' 1098171 1fauuias
Feaefuarn1¥an « 1fauulasdg nsuansesanTar L Andwldluranfinunvan
A o fasdidrwinni 1 uglaiifn 3 (32

TR 7, #1300 8 warmIn e 9 seifininludnindau
Tumneiwa 75:25 tamnon ¢ ardiamiflined pH 4.0 A dady 2 x 107*
Tuand 817 1S, §1 k' uas « ﬁtuuﬁuauﬁQQTun171ﬂtﬁuﬁutnafuaaauﬂuﬂaéﬂ
Tummefiang 15, B k'éﬂ&ﬁﬂ?ﬂﬁtﬁﬂaqué (0.03) Reuanslfifuinans 1s,
iﬂﬁﬂmaxﬁﬁﬂﬂs%sﬂua§1uﬂaﬁuﬁtﬁQTﬂnWTuﬂﬂuuu%tﬁsatuaﬁ wonanfiAn « Af
arguifinly dowans 15, A1 k0 Indidasiuans 2-1amond-1, 4-unTna3Tun
3 mIuenuesans  fesosdvlifedn  defuans 1s, waw 15, Solag
Qmaﬁﬁﬁﬁxuuwaamﬁun171%xﬁuﬁuxﬂaéuaaaumuawéﬂ

wonantii Sefisrmmfignrdrnlameiadn ¢ #o  70:30,
65:35 uay 60:40 AufunisBudufninowsnas 1s, Lﬁ“ﬂﬂ?ﬁ&“”ﬁvﬂﬂ%@ﬂ
Tum9141 fuduinefuoasuauafndmdumaiiaredadel  Taafidn K uas «
w9 1S, ogiuiuoﬁLuuﬁsau1uqnﬁaswdvuvaoTuuwaLwa (mg9f 7 Tuums
fans 15, A1 k' uifulugnSanidansesTinaida  wasBdadnann
(319 &) Beuanslhifuiaans 1s, 1ﬂﬁqmauﬁﬁnw7%tﬂuaéﬂuﬂaﬁuﬁﬁiﬂi
anueTaTan TnunTuuoeaTwan 1S, uas 2-1anend-1,4-1udInadTus wansly
gﬂﬁ 7 @wans 1s, @A k' Indidsefuans 2-1amend-1, 4- 1wl Tna3 Tuuly
3T Ao TangINg (a919 9 mMIusnueIaTheandelai ety Fefu
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a7 15, uay 15, Foldaransaldfuduinafuoasunuandadmdunissiased
EEIA

ATUBNUDIANT 1S, uar 2-tamont-1,4-1ulina3Tun Radly
1ﬁawg7dtﬁaqi5m7wd1uTunwaLwatﬁu 65:35 %59 60:40 uﬁtﬁaﬂjvnﬁﬂtvaw
Tamstiased  Twauiafionansasdmduniad iasedans 2-1amond-1,
a-twlIne3Tunluiamiveale tamuea ¢ sxiomivined pH 4.0 aaw
tiude 2 x 107* Twand Tudasrdon 65:35 FnwasTasunTnunsatesans IS,
uay z—tmnanﬁ—l,4—LuﬂTnﬂ%Tuutﬁa1ﬂ5m71d1uTuu1ﬁtﬂadwaq uaﬂo1uzﬂﬁ 6

8.3 ﬁaaﬂawutﬁmjuméan173tﬂswsﬁﬁtﬁu1ﬂmwungmgaLﬂg%

3NTINAR SRRV I TERI 1 9A L Fuduue ¢ 2-iynant-1,
4= Ll Ina3 Tunlutamneatunsnouanesuosdiinnined  Taanisindnsndrusiy
fiinuoy 2-1amant-1, 4- LudTnaS Tunsofufifane IS, suamisnmIneaaly
1o 3.3 »ifr 20 15ﬂ1wuﬁuﬁu§ﬁtﬁut5um$o%otﬁu1umwungﬂaoLﬁﬂ§1uﬁ10ﬂ11m
Ldudufivin1T@nundo 0.08-1.60 VAN /A, ﬁouana?uzﬂﬁ 8 Z931nn1TM
audufudTaald Linear regression AT dung 118 Yy = 0.6792x
+0.0678 1o v 1Hudnardrufusitiaues 2-1aman-1, 4- 1wl Tna3Tunsdo Is,
war x  Huanna duduas sang 2-1amon-1, - 1uWIna Tunluiamuoa  @n
ﬁuuﬁgﬁnénqqﬁmau1q (coefficient of determination, r?) ({ly 0.9982
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Way Selectivity 999

2-tamand-1, 4-LudnefTun war 1, Tuiamnusaad i dudy 0.40 wae

0.80° aAn./na.  awddy  (FoldTaauda uanswanve o anueasy
o é = é )

sr@iamidinas pH 4.0 aandudu 2 x 107* Tuand Tudnsrdrudne 1

Retention times Capacity factors
dnTrdruLunIuaa: (min) (k*)
¢
aedianiineg Selectivity
pH 4.0 2-wumand-1,4-1 1S, f2-iamand-1,4-] Is, (a)
vl Tna% Tun tudTna3 Tun
75:25 4.12 4,93 128 1.74 1.35
70:30 4.51 5.65 1.50 2.14 1.43
-~ 65:35 4.99 6.59 1.77 2.66 1.50
60: 40 5,78 8.52 9. 21 3,73 1.69
s, = 2-wfia-1, -t ud Tna 3 Tun
Capacity factor (k') = (tR—td/io
Selectivity  (a) = XL IK,
tR = retention time Y9385

to

= 1.80 ¢yl

anwaunﬁinﬂaaaquﬁw 18-19

retention time 989y unretained solute ﬁﬁﬂ%uanﬁjuﬂﬁinﬂaaoﬁ ﬁd1
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Selectivity A3

2-1anand-1, 4-tunTnad Tun wae 1s, luiamueasnuidady 0.40 uay

1.60  uAN./AA.  AWAW Lﬁa1iiuuwatuatﬁuaﬁswaunaoLunﬁuaaﬁu

ar@ianidided pH 4.0 anmidndn 2 x 107° Tuand Tudasndrudne 1

Retention times Capacity factors
Sag1dlut anuaas (min) (k')
(3 I3 S E
avdianiidag Selectivity
pH 4.0 2-1amend-1,4-| 1s_  |2-twmand-1,4-| IS, (a)
i Ine3 Tuu Ll TnadTun
75125 4.12 1.85 1.29 0.03 43.00
70230 4.51 1.85 1.50 0.03 50.00
65:35 4.99 1.86 1.77 0.03 59.00
603240 5.78 1.86 ¥.21 0.03 73.67
1s, = 2-lasend-1,4-1udTna3Tun
b, Amdvaniemanaaadll = 1.80 unf

anemanaaadiuilauansng 7
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AT5190 9 Retention times WAy Capacity factors UdIANT 2-1anond-1,
a-tulTna3Tun (0.40 a@n./3@.  1uianmiwea) uway IS (0.80
gan. 7ua. luiamuea)  1fol4Tauneiwa fuarsuanue s L aniuoady

4 v v - ¢
ov®iamihliwed pH 4.0 ednandudiy 2 x 107* Tuard  udagndu
fe 9
SaTrdautamiuea: [ 2-tanand-1, 4- 1l inaiTun 1s,
¢
srdianildidog
pH 4.0 retention capacity retention capacity
t imes factors t imes factors
(min) (a) (min) (a)
75:25 4,12 1,29 417 1,32
70130 4,51 1.50 4.64 1.58
65:35 4,99 £:97 5.12 1.84
60340 5.78 e 5.92 3,29
1s, = 1,4-1wdIneiTuu
ty FwFuan1ieniTnaasdt = 1.80 w1

AnenN1Tneantwiion a9 7
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L) : (1) (1)
(D)
+ I o "
v(II)
(11) :
M 1 (11)
+ (p o (11)
i g;l’
o
£ - L
il oo =
<IT T T L
- L\ - u JUL
‘ N { FF
U n EAUNR EAUR U
TaganTnunTauesarTaas  2-tamend-1,4-1mdInedTun  way 1s,

Tutanuoa Lﬁa1iTuuWﬂLuatﬂuawswaumaetmnwuoaﬁﬂav%tmnﬁutuaé

oH 4.0 @atdndu 2 x 107* Tuand ludasndan 75:25 (), 70:30 (),
65:35 (@) WAy 60:40 ()

arut duduroeans 2-tamand-1,4-1udInadTun  uway IS Ll

1

0.40 War 0.80 VAN./NA. AVFWU  ANNITAVTNARDIDY 1 LAM
Tungn 18-19

fa 1 = 2-tamend-1,4-1wdIneTun, fa 11 = Is

1
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(11) (;I) (1I1) (11)
B (D) o \0 W
- o ® D n
- (1) -~ R -
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+ In
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Un

T gy
—Ehupe
——
=
e —] AUTZ

gl
=t
=2

e
—
e
g
= 1 AUTZ

TasuninunTnaesdanTuay  2-1amand-1,4-twiTnadTun  waw 1s,

wel
=
=50.
o

Turantuoa xﬁa1ﬁ1uuwaLﬂatﬁuawswaumaaLuﬂﬂuaaﬁuasﬁtwnﬁutuaé

pH 4.0 aaidudu 2 x 1077 Tua1d Tudnsdau 75:25 (1), 70:30 (W),
65:35 (@) Way 60:40 ()

aut dudureedns 2-tamend-1,4-twlinedilun way 1S, il

0.40 way 1.60 aAN./AA. AAEIS annenTmaaodu q nfou

;ﬂﬁ 6

ga 1 = 2-1amand-1,4-1udTnedTun, WA 11 = IS,
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L.2

P
1.0

0.9

0.8

|
<«

AT IUNUNING

07+

.4

0.6

v

05

0.47

0.3
02

il T T T T T T T T T T T T T T T

0 0.2 0.4 0.6 0.8 1.0 1.2 1.4 1.6

a2 Muduzea 2-tmand-1, -tunina 3 Tunlu Lamuas (NN . /ua.)

g - g
ATINLAAIA IR NN RS TER T 1 18T A uflufifinun 9anT 2-1anang-1,

ol
2
=%
w

-t InaiTuw do 1s, fumnuiduduuosats 2-tamend-1,
A- 1wl T3 Tun Tuiamuea
AunToNLdunT Ao vy = 0.6792x + 0.0678

2

r? = 0.9982
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: ) £
dud 2 orasud¥nadiaTisinnlinneans 2-1amand-1,4-1udInadTuu
luuaraun

4.1 paguRwndgnagusn z—xgnan%—l.4—1uﬂTnn3Tnuagnawnwaﬁauﬁ

4.1.1 pigusnans  2-iamend-1,4-1wdine3Tuwuay 1S,
aanaﬁnuawauﬁTﬂﬂﬁﬁﬂﬂ1aﬁﬂﬁaﬂﬁaﬁﬁasaﬁg

wanﬂﬁnﬂnaoLﬂ%ﬂnLﬂﬂﬂﬂﬂi?ﬁﬂaaTiwaémuauLaﬁaasﬂtmn

Liughvharane lunisatadiTean’annuwanain LA THANTN9 10 LATANHUY U
TﬂiuwTﬂuﬂsuﬁiﬁuaﬂoﬁusﬂﬁ 9 QaLvuawﬁnumaTﬂTuwTﬂunimnaoaﬁﬁiuunﬁs
§UNIuU0e endogenous substance 1udwasﬂwnﬁiaﬁﬂﬁdﬂﬂaoTiwasmw%aLaﬁa
ardian umtﬂaét%nﬂnﬁsﬂauﬁuuaoawsLﬁaﬁﬂnwsaﬁﬂdaaLaﬂaasﬁtﬂnumﬁao
A SeafindaaasTsaduann TﬂﬂﬂﬁLﬂ@?t%uﬂnWTnﬁuﬁuﬂaaaws 2-1amont-
1,4-1 3 Ina3 Tun SornTatadraaaalswedy S 1adn i figy 79.20 + 2.77
4) ﬁummsﬁtﬁaaﬂﬂﬁdﬂLaﬂaav%\mnazﬁnﬁtaﬁﬂaaﬁo 89.37 + 0.44

]

(n

4) uazLﬂasx%uﬂnwiﬂauﬁuﬂoeawi s, LﬂanwnﬁiaﬁﬂaaﬂﬂaaTsuaiu

{n
faniadnifigy 14.54 + 0.66 (n = 4) umtﬂaaﬁﬂﬂ1ﬂtaﬁaas%xmnaauﬂwtaﬁﬂ
Ry 46.48 + 0.49 (n = 4) ﬁqﬁutaﬂaas%xmnﬁoLﬁuﬁdnwasaﬁﬂntwuﬁsauﬂdw
aaalgvetalunrvataans 2-1umant-1,4- tudTne3 Tunuay 1S, 99n3AWRNAAN
uanannutuaqusmﬁaﬁnuuﬂaunﬁiﬂﬁuaassﬂvLdawﬂﬂﬂWuﬂwsaﬁamawﬂeﬁaaawo
ﬂﬂfaﬁmadaLaﬁaaa%tmnﬁcawnwsnﬁﬁ1dowﬂuasLﬁﬂtdawﬂaﬂnawnwiaﬁﬂﬁvﬂ

é
AaolTvaTaNNn

4.1.2 pagugn@ns  2-1amend-1,4-1uiine3lun  uaw
18, sonanuaraan laanisenaynauwataan liséiu

vanTneas L ifsuifinumsuananT  2-lamend-1,4-
vaTned Tuuuay 1S, aaﬂaﬁﬂua1auwTmﬂn1$ﬂnmvnauuaﬁauwTﬂsﬁuﬁaﬂ
Lunwuaauautunwuaasquﬁu Feddaiun 10% T uaae?uww¢woﬁ 11 uay
ﬁnumsﬂaoTﬂﬁuﬁTﬂuniuﬂiﬂuaﬂa1uiﬂﬁ 10 astfuindneas TasanTnunTuees
317LﬁanwnwiuﬂnTﬂﬂnw7mnmuﬂauwawam1Tﬂ7ﬁuddﬂLunwuaatuﬂqaﬂﬂoLﬂaa
uasLmanwﬂwsmnmsnauwawauwTﬂiﬁuﬁaﬂxunwuaaiaunu Reddaidm 10% Tui
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TasanTInunTaueea1Til&lsifn157unIu109 endogenous substance ﬁﬁaﬁqu
WANRA SofanTansnan Lot L fudnnTndufvuesans av L fuinfodnng
anaynawuaraxt 1usfudlataniuoadiady Foddaiun 10% Tuir T¥anded Sud
ATnduduuneans 2-tanand-1,4-twdTnadTunuay 1,  FeninniTanaznow
wanaxn Tusfuda L annuoai e sad s fian (1ef 10 FefunTuananT
a—1amand-1,4-1udInadTus  way 1S, esanainuaranilagiianaznouwanain
Tysdn  nmrldiamuoatantuteddaiim  10%  luiifuananagnowvaran
TﬁﬁﬁuﬁsaﬁuwsnuﬂnaW$1ﬁﬁniWﬂﬁiﬂﬁLunﬁuaatﬂﬂaaﬂﬁotﬁ31tﬁuﬁwsmnmzﬂau
waraxn Tusfiu sonaninTldiamnoadaafy feddaiun 10% Tuir HeawnTa
A lding, mumaunw¢ﬂw1uﬂaaﬁﬂuasL%ﬂx1a11unw7aﬂamaﬁﬁoﬁ1aﬂwouaﬂnvwnﬂs
T4 Lanruoaifasotibian TmﬂﬂnﬁiﬂnﬂsnauﬂaquaﬁauﬁTﬂimuﬂLﬁﬂawntunwuaa
LAndudn Sodoedeanswaniuauds 30 unf Hol¥nnsanavnouwarann Tisdu
VRadwled uonaﬁnﬁmunauwaﬁamwTﬂﬁﬁuﬁLﬁﬂﬁutﬁumunauxﬂﬁ%aﬁaoqﬂtvaﬂ1u
nwsvuutﬁ%aonﬁm%u 0ﬂ1ﬂ1?ﬁﬂﬁuﬂﬁ7avaﬁﬂ§1uuuﬂ1ﬂQﬁﬂﬂﬁﬁﬁuuLﬁ%ﬂﬁﬁﬂﬂﬂﬂu
%aﬁaqﬁwuwnﬁaawﬂuﬁaﬁwaéﬂaLﬂg% (millipore filter) iSol¥ldansarans
lafiarunsodaidy weic I

Sorifau faunaniTuanas 2-1amand-1,4-tudTnad Tus
Taaddatadin L ofaovdian uarlaadianaenouwaraun Tusfiudraiamiueadiufiy
feddaiue 10% ludr fansanendnsasTaTanTnunsa <gﬂﬁ 9A.,99. zﬂﬁ 10@.
WAy 109.) av a3 Bmauanansieaa 38 TaranTnunTafildfinirsunavess
endogenous substance Lguifiadfiu (Hefiansanan L o L fudmandufnue sans
2-1amond-1,4- 1wl Tnad Tun way Is, \Sorinaatedae L ofaosdianiidn Lade
89.37 uay 46.48% @awdAu wav i SovniTuanats Taan Tanasnauwataan
Ts8ugre L amueasiafty deddaidn 10% Qufn fd11afe 87.98 uay 100.2%

Auddu v tfuinantied  fudnandufiniesans 2-1amond-1, 4-1wlined Tuu
#ldann 2 oﬁuﬁnw1n5Lﬁﬂeﬁuuwﬂuasﬁﬂwao LANNTUENANT laENITANAYNDY
wanaun Tusdudrg L aninoadindu Fedkdata 10% Tuir  #elddnod L dudnne
nduAunosanT 1s, @win Hatu 3%%61unwsuanawsaaaqqnwawauwﬂua?oﬁ
ﬁwiﬁTﬂﬂﬂﬂimnmsnauuawamwTﬂiﬁuﬁvﬂLmnwuaasauﬁu Foddaiun 102 luin
wons Nt tﬁaﬁa17mwaﬁnnuﬂau1§nwﬁﬁﬂuautvaﬁﬁqﬂqunwsanﬂwawuonaaﬂwq
(G918 10 wavanTef 10 uda avifuitmisuanans 2-wamend-1,4- 1wl
a3Tuw  uway IS, TaanTanaenowataxn Tisfudag L amuaadatud sddain
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10% Tuin ﬁ%umaunﬁsﬁﬂTﬁéoﬂwn way L3 lun i deandnisaftadae
Lofinordiam ﬁo&uﬂwTmnmsnauwawauwTﬂiﬁuﬁvaLunﬁuaaévuﬁuﬁaﬁﬁatwm
10% Twbr Fo1fusgfalunsuanans 2-tamond-1, 4- 1 uTne$Tun wav s,
29N3INNWAHNN
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ar31ef 10 nrgusnans 2-tamend-1, 4-umiTnadTuuuae 1s, pananuaaNn laanalia

£
5QﬂﬂRDT7uaiﬂuﬂslOﬁaavﬂlﬂﬂ

%210

frviravaneiildata

aanlsvedy

toflaavdiian

1. dnuy

{Appearance)

Lﬁauqutuﬁﬂuﬁ 2000 Fou/unfi
v
viuan 15 R duuanain

%oaédduﬁwoﬂaonaaﬂﬂﬂaaoﬁut5n
ton tﬁauqutw%ﬂadaﬁn 15 waft
Fuvanan Tisdnasdaudut i 14
furaalntedula

Tusfugodatuliuiy Iuanaiqeta

tﬁauqutu%ﬂaﬁ 2000 Tau/ufi
tiutaan 15 wif waaanTusdiu
ardafunivadiunasanaass d7u
%unaﬁaax%tﬂﬂqsaédduuuﬁnumz
1a, a8

2. 15 uas dudn
farang

M 1-3 uao

i 1.5 Na.

4
3. tﬂﬂ%t%uﬂnws
nauén
999815 (n=4)

2-1amand-1, 4- L ud Tnad Tun
79.20 + 2.77

IS &

i

14.54 + 0.66

2-tamend-1, 4-1udinadtun

89.37 + 0.44

£S, 46.48 + 0.49

intles

- Znvaryaofiaifnt fumne taibd

4. gvaviianfild ~ 60 w ~ 45 i
Tunrsadasio
a0t

5. Anumy - 15i%n179unu109 endogenous |- lifin195un7u189 endogenous
Tﬂ?NWTﬂuﬂiu substance substance

- Fnuazrosfindoudrsduning
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a1919f 11 arguenans 2-iamend-1, 4-uwiInadluwnay Is, gananua AN 1aang

v
AnAENauNANAN 1Isflusa L amnuaa uautuﬂwuaaivuﬁnﬁoﬁﬁaluﬂ 10% Tuid

Asanasnauanae 15

(Appearance)

w1 15 Wil AuveIua RN
Tisfusedaniuodiunaoanaass
agararadriwunla, Ruwlos-
dou awnTadaidr weic 14
e

L3 ¥
%349
' v 4
Lunueadaiudeddaidn 10% LANTUDR
v
T
1. Anuoe \Sowyuiudasft 2000 sau/wfi [ #aaldaanTumanauindasit 2000

5907318 whuds 30 undt Seld

ansararpdrnuufilafin finfResdou

Fodoensasinn Dadwed fained
Foldansasanlafiananiodaidn
grLe 1§ dowveswanaunlusfiu

aéﬁuuaaﬂnaaacﬁnumuaznauﬁﬂ

sintanninifelduaminaadauty
Roddaiin 10% Tuin

- AnuaciALALLAY RANIAT

2. empLianfild ~ 20 wfl ~ 50 Wit
Tunngatada
nilaginodne

3. wiodidudnng |2-ramand-1,4-1uiTnaSTun = |2-tamend-1, 4-LwiinaiTun =
n¥ufuyseang |87.98 + 7.89 75.54 + 8.16
(n = 4) 1S, = 100.2 % 8.60 1S, = 15.49 % 2.00

4. Fnuay - {afinngsunanees - {ifinn95un7u189 endogenous
Tﬂ?ﬁﬁinuniu endogenous substance substance

- ZnvarfiawauuaraAsudtsduamg
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(§m 1D Lﬁaﬁwnw7uaﬂaana1nuawauﬁTﬂﬂnﬂ7mnmsnauwaﬁauwTﬂ7§u
&raLamueauay LamBaaTINtudedda it 10% Tuin

71 n., 1 xﬁuTnsuanuﬂﬁmmaowawau1ﬁ1ﬁﬁa11, wavwanaanfil  2-1amend-
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4,5 njsﬂiuanwvsnﬂﬁnﬂaaonwqTﬂiuannsﬁﬂ 9nda 3 1fald
an1TRIUs s 2-1anand-1, 4-tudTne3 Tuuuay 18,

Lunanaun

NANTNARD U IANN LN TNARDINY I TATHN TNNT R Tos
nTifudasrdirvue s Tuunaiua Holwldignnas taTedrntfuuans 2-1amend-
1l Luanﬁ%TuuTuwawduwﬁﬁﬁaﬂLﬁQT#awi 18, Lfuduinafuoasuauanda
uaﬂoﬂuﬁﬂﬁ 11,12; 13 UaLANTIY 12 aaquqwqunnﬁﬂﬁwévuuaotuﬂﬁuaama
srBianihlined pH 4.0 #14 fuTuuneiva @19 endogenous substance ¥
nn%vaaﬂxﬁaﬁnﬂaﬁuuwuaﬂwa1uL1a1ﬂﬁsuwm 6 % Taal#fnuoe endogenous
substance 1u1vaanatnﬂaﬁu1unn5m71é1u7uuﬁﬂLwa a0 fLranlTrana
4.0, 5.0 uaz 5.8 Wi <7ﬂﬁ 11n, 12, 13 SofuifiolHans 2-1amont-1,
a-1wdinedTunuar@ns 1S, U#N99N’N  endogenous substance 1ot
auus& awsﬁoaaoﬂdiaaﬂnws%mnuaﬂ1uﬂaauutﬁutﬁaﬁuﬁunaw 6 vt 37N
nﬁﬁﬂﬂaaetﬁa1ﬁ5m3wd1uTNUﬁatﬂanﬁu 65:35 a17 2-Lanond-1,4-1udInaiTun
wav 15, avldiaanfimedlunedadunn 5.02 uar 6.69 wafi anadhéfu
(;ﬂﬁ 1@ wavanT1ef 12) F4§iA199 endogenous substance 3rTUNIUNAUDY
2-1amand-1, 4- Ll Tnad Tun wavliaues 1S, uwedauﬁouaaaWazﬂﬁ 110 uay 114

Soldsnsadanivmneiwaifin 60:40 @15 2-1amend-1,4-
tadIne3 Tunuas 1S, 1ﬂtaaﬂ1uﬂw7%xnuaﬂquﬂaﬁuﬁuwu 5.88 WAy 8.45
wfieradneu (3ﬂﬂ 12A Uay a9198 12) Feflauey endogenous substance
spgunufiauetans  2-tamand-1,4- tuWTnaiTuw Entos war laisuniufiauoe
a7 1s, aouaao?u;ﬂﬂ 120 uar 121 Tanffiarosa1s 2-1ament-1,4-1wlin
a3Tuusrdonodfiufiaues endogenous substance woh

Soldsasrdrnivnaidaiiu 55:45 angs  2-1amend-1,4-
tudIned Tun way 1S, 1ixaaw1unﬂ7%Lnuaﬁiunaﬁm{uﬁu 6.78 UWay 10.18
wf aaaidu <3ﬂﬂ 136 uay a1TeR 12) Z4§lAu09 endogenous substance
1ggunufinueans  2-tamand-1,4-1wlineiTun  uay IS, Las Fouanalu
71 130 uay 131. ﬁuﬁaLﬁﬂﬂﬁsuﬂﬂﬁauusdszwvwo endogenous substance,
a7 2-tamand-1,4- 1wl InadTun  wavans IS, gofudasrdrnTaunaia
§5:45 Luniuoanoovdianiived pH 4.0 Fo1 fudasrdruficnunvanlunng
SiaTedRn TN T 2-Lunanﬁ-1,4-tuﬂTﬂﬂﬁTuuWuwawauﬂ1un¥aﬁ
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anaLnouNaaN Tshudaa L amueatrafud odda i e 10% T
LﬁuTﬂsuwThuﬂTuﬂaouaﬂﬂnwﬁiﬁﬁaWT (plasme blank)
sﬂuTﬂsmwTﬂunsumaowawauw%xﬁuaws 2=-1amond-1, 4- L Tnes Tun
uay IS,
tiuTasan Tnunsuuesang 2=tamand-1,4- 1wl Tna3Tuu uay 1s,
Tuiaminas
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719198 12 Retention times 429317 2-i1aman®-1,4-1udTnedTun, 1S, uae

endogenous substance (§ol4Tuunaiua fuarTuanuesianivoaty
ordiomitiinod pH 4.0 aduidaudy 2 x 107* Tuard  Tudasdau
$19 9 UATLENANTIONANUANANT Tagn1Tanasnowwatdawn TuTfudqe
Lamuoadaafueddaidn 10% Tudh

Retention time (min) fidnsrdrulavgidaseg
g

65235 ] 60:40 55:45
endogenous substances| 4.16, 4.93, 3.90, 5.01, |]4.13, 4,98,

5.75 5.73 5.79
2-13nond-1,4-1udInald- 5.02 5.88 " 6.78
Tuu
IS, 6.69 8.45 10.18
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4.3 %ﬂdwﬁﬂmaoﬁﬂﬁtm7ﬁsﬂﬁa8ajuliﬂiLﬂilﬁﬁﬂiuﬂmﬂiQﬂﬂéQﬂai

817 2-1amond-1, 4- 1wl Tned Tunlwwaraun

ﬂﬁﬁﬂiwﬁﬂnaoﬁﬁﬁLﬂ?ﬁuﬁﬁavawuwsn%Lﬂ?ﬁs#ﬂ%uwmﬁﬂaﬂﬂaﬂmaa
"7 2- tamond-1, 4- L Tned Tunl uwanaan#ldannmeas of Lﬁuﬂwnawutﬂuuu
quﬂmaqawﬁ Z—Lwnanﬁ-l,4—LuﬂTnﬂ%Tuu1uwaﬁau1n1uam7wﬁﬁuﬁmmwmn17mau
auesu0sdinninaduo varTdodggaTunantn® (S/N ratio) {adomnin 2:1

annwfﬂﬂaaoLﬁ@?iﬂaﬁaﬂﬁvaﬁu 254 1 Tutaaslun95iasned
®UTUANT ﬂﬁﬂ?ﬁutnuﬂﬂﬂﬁﬂﬂﬂﬁuﬂ?? 2-1amand-1, 4- LwlTnad Tunluwanawn
fiae 1¥A 3T 870 S/N 11Andn 2:1 @0 0.20 AN./uA. (S/N Lafn = 2.9)
gouanslumsnef 13 Felumnu dududendnn & auauaaiulunig
SiasrvdmBuaan T fiu 27s I TuLang ﬂﬁwngaﬁﬂ15nswéau S/N Laﬁﬂnsae
80 4.7 (790 13) Feuansiafiaaneiafe 275 Tuiung ﬁn71u111un17
aT a7 1d8nifanenedn 254w Tuiuas Ze91nmsldanaaniaiu
275  wTuiantlun1adiaredwiidaaang ﬂawuLﬂuﬁuﬁwqﬂﬁazWﬁﬁmswddu
s/N annnd 2:1 iflw 0.10 wAn.zu@. . (S/N Lafla = 3,00 dewanely
angef 14

Tasun Tnunsan Bt fauTenitinnsd iareduniBanaans  2-
tamond-1,2- 1 uwTne3Tun  Tealdmazniefin 254 war 275 wrluians
uaﬂo1u§ﬂﬁ 14 svifiuinfienngntedy 275 i Tuians 198auesans 2-
tanand-1, 4- L udl Tna% Tun Qondwﬁﬂvﬁuawdnﬁu 254 wTuwians  udl#finuos
a17 IS, fnsrfianuaaade 254 nTuans  Sefuidoldldnn Par w09
a7 2-wumend-1, 4-tuwTnad Tundoany Is, a§1uﬁ1¢ﬁtnuwvau Fedia
LRuannat daudue 9@ 15, Tuwaaa13n 3.0 w@An./ya. \Hongramnan s
ANAENIARY 254 uwTuLumi vl 8.0 wan./aa.  1SenTrawraTfiananenn
afu 275 wTuiuas



12

ANT19R 13 wanASaT @ udggnnue sanTRedgaaTunIe  (S/N) 1lefinng

( [}
81 a51vnans 2-tanend-1, 4- LadInad Tuuluwwanaufiaonu dud

0.20 3AN./3Q.

Tﬂﬂqﬂﬂﬁﬁuﬂﬁﬁﬂgu 254 4ay 275 w1 Tulaung

S/N
AnTnaas sad of
254 W1 TuL w89 275 W Tuiung

1 2.8 5.0

2 3.0 4.7

3 3.2 4.9

4 2.8 5.0

5 2.7 4.5

6 2.9 5.0

7 3.0 4.6

8 2.5 4.5

9 2.9 4.5

10 2.9 4.5
Aladn + SD 2.9 + 0.19 Bk 0423
% CV 6.58 4,87
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A998 14 wasmsendaTrdrudggra e TaedygnaTunin s/ (Fornng
3iATredans 2-wamond-1, 4- LuwTned Tunluwananifin i Sadi
0.10 wan./aa. iagldadnariafe 275 wTuiung

v [
nATnaasad :f S/N

[ey

3.0
3.0
3.3
2.6
3.0
2+9
3.0
3.2
3.2

O W oo =N O v & W N

—

3.0

®
=D
b3
20 .
m
+
w
o

3.0 + 0.19

#CV 6.40




wal)
=50,
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- |
CE)
I
N
Y
(1)
© (11)
[
Y
0 )
i)
N
7/ o
In
o 1T
2 (11)
s :
8 R B
©
i
N
Il -
= o
= a
<L
51U N 5U 2

TasanTrunsuaedns 2-1umand-1, 4-1wlinaiTun (fa 1 way
1s, (fa 10 Twwanan (Bedinsariamnanslealdauen ey
254 unTulans () uar 275 M Tuieag (»

AnaLdudueesans 2-tamend-1, 4- 1 udTna%Tun uas 15, (fu 4.0
Way 3.0 ¥AN./¥d. ANAGNU
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4.4 Sﬁﬁgﬂ?jv#ﬁﬁﬂigﬁﬂ@ﬂ? Z—Lunaﬂ%—1,4-tguinnﬁTugTuyawauj
Taaldinafla BPLC

17 2-umend-1,4- 1wl Tne¥Tun (e susenouwanad Tuy
avanniglugfavarefiiivarsdinunats  udlsasansludn Fawgsald
TasanTnns Muud139818@  (reversed-phase mode) Tumsuanara e
MTuENa T 2-tamend-1, 4- Ll Inai Tuneansnuarasnatansari 188 Taanng
aﬁaﬁdﬂtaﬁaavﬁtmnu%aTﬂﬂﬂﬁimnmsﬂauuawauwTﬂ?ﬁuﬁaﬂLuﬂwuaafvuﬁu%oﬂiatwm
10%  Tuin %onqaoo%§1ﬁtﬂ07t%umnw7nauﬁumaoa171nﬁtﬁﬂoﬁuuaeﬁnwao
uanawnﬂﬁiuun177un1uuaaawsﬁu 1 Twwanaun umnwiaﬁﬂﬂaﬂtaﬁaasﬁtmn
uﬂuﬂauﬁﬁnﬂsqoﬂﬁﬂuavtﬁﬂL1aﬂ1un17Lﬂ%ﬂuﬁaaﬂweuwnndﬁ ﬁoﬁun17nnmznau
wanasn Tushudra L unwoadindudeddaiin 10% Tuidn Fo1 §us8f inansanlunng
wanas 2-1amend-1, 4- tuTna3Tun oonannuataan luaded

ANNYNTNARDINTY HPLC ﬁmnuwsau1un173tﬂ?ﬂv{nwﬂ?uwm
a197 2-i1amand-1, 4—LuﬂTnﬁ%Tuu1uwawauw1ﬁawnnwsnﬂaauﬂmauﬁﬁnwi%Lnuﬂaa
A7 2-1anand-1, 4- 1 udTnad Tun uazﬁuLnasuaaaumuﬂwTﬂuuﬂaﬁuiﬂuisaﬁvﬂ
B %otﬂuﬂaﬁuﬁﬁﬁﬂu1iﬂuu1n1unﬂfuﬂna17usanauﬁ1uﬁau
i (33,34 awsﬂﬁqmauﬁﬁxuuwvam?unwsLﬁuﬁutnasuaaaumuawiﬂ Ao
2-1afla-1, 4- 1w TnedTun <1s,) TaanTusnuesans 2-1amand-1,4-1udln
P Tun uay 15,  AetuldfuaruansonsanniinuosanTTuniudy 1 Tuiaand

A= Bondapak‘“’

LU AN xﬁa?iTuvﬁﬂtuatﬂuawswauﬂaonunwuaaﬁuavﬁtnnﬁutﬂaf pH 4.0
Attty 2 x 107* Taad Tudasrdin 55 : 45 TaauSanas Taafdnsnng
15 1.0 33./u7%  Bea7 2-1ament-1,4-LuninaiTuy  uav 15, 1dianly
n17%tnua§1uﬂaﬁu{uﬂu 6.79 uar 10.19 wfigwdrdy  dnsasTasenTnungy
uaﬂo1ugﬂﬁ 15

MTATIMIAT 2-1amond-1, 4- 1wl TnedTun war 1s, Tuwanaan
awnsai 1dTannsld ov Binnined fanrueniaie 275 wTuiues feanan70
A779%181T 2-Lanand-1,4- tuﬂTnn%TuuTuwawauw1ﬁm1am1unawutﬂuﬂu 0.10
VAN . / VR TﬂﬂﬂLﬁanﬁnnsmsaawnawsTﬂﬂ1inaﬁuﬂwanﬁu 254 1 Tuians  %e
Lﬁuaawuﬂwaﬂaun1ﬁnuTm&naiﬂ?un171tﬂiwzﬁuﬁﬂ%uwmaﬁﬁTﬂﬂ HPLC 2¥@18190
miaawﬁa171uwawauw15ﬁ1§m1uﬂ11uLﬂuﬁu 0.20 uAN./3a.
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TS

(D

P
W

(11)

16.19

AUTZ
i
[

—_—

zﬂﬁ 15 TasanTnunTnteeanT 2-1amand-1,4-tudTnadTun (fla D uay
1s, (8@ 1D Luwandandis arrednadfitaun 1dlunly 30
At duduresans 2-tanend-1,4-1udTnaiTun  waz 15, Tu
WRNANT IMSL 4.0 uay 8.0 NAN./NAA. AIAATRU
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jgaﬂgjy;ﬁuﬁnﬂtﬂninmﬁgﬂgmaiiiﬂi

N1 TR0 IdAadaiud Tenin adnTd uiiufifinue vang
2-tamand-1, -1 InadTuusio 1s,  Muadniduduresars 2-iumontd-1,4-
Ll Tnad TunTwwanann ﬁtﬂutﬁumsoéotﬁu1ﬂmwuﬂgﬁaot%ﬂ% Tudr90201 At
fnnTBnEY @D 0.10 - 16.0  AN. /3A. Tﬂﬂﬁdﬁﬁ&ﬂ?uﬁﬂéﬂﬁ?ﬁﬂ§u1a
{coefficient of determination, r?) ity 0.9997 ﬁquamo1u3uﬁ 16
aunTr09tdunTofild #o y = 0.2851x + 0.0032 \fo v fu par TERINY
a7 2-tamand-1,4-tudInedTun do 1s, war x fwenuiduduueeany
2-1anand-1, 4- L ud Ined Tuul uwwarann

4.6  gTUTE 9885 LasrdnSann 2-1amand-1, 4- 1wl Tnad Tun
Tuwaraunfimurle

4.6.1 @ wiz0938% 1 aged

Tasan Taunsauansn s 1w s 109385 LA eduanely
gﬂﬁ 17 szifuidimafianednitaiaans 2-1amend-1, 2- L Inad Tunla
wawauﬁﬁﬁWuﬁﬁuﬁﬁnawudwtuﬁsqa 89891901 14970AY retention time UDY
a7 2-1anand-1,4- 1wl Inad Tun tﬁaaﬂ1uua1auwuauLuaaﬂqutunwuaaﬁﬂw
tﬂwnuuasﬁﬂmaoaw7ﬁ151uﬂnﬁ77un1uawnﬂﬂuaaawsﬁnq ﬂﬁaﬂ1uua1au1 wONIN
fars  2-1ufa-1,4- L Tned Tun ﬁa1¥Lﬁuﬁutnaiuaaaunuawéﬂawuwsnuﬂn
2on3NHAY981T 2-1anand-1, 4- 1wl Tna3Tunldd uavddn retention time
tﬁaaﬂquuawawwLﬂﬁﬁﬁtﬁaaﬂqutunﬁuaa

4.6.2 (o9 fud A 1313 1un1gusnes WANANN

(Physical recovery)

wanwsnﬂaoauwLﬂaét%uénnﬁnﬁnﬁumaoaws 2-Lamand-
1, 4—Luanm%Tuu uay 1S, fuanannuanaan tﬂatﬁﬂuﬁua13aVRWﬂuwmﬁsquu
Limueafifianna L duduiinfy uaﬂoqunwswqﬁ 15 ﬂﬂtﬂasxﬁuwnWTnﬁuﬂuﬂao
1S, uay 2-tamand-1,4-1udinadTun fimana L dadusin g q aﬂ1uﬁ10 78.04-
103.3% uay 73.52-94.87% pudfy %o1uﬁunua1ﬁutﬁuﬂuﬂaoa171uwa1au1
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] v
wandd 3 inTatadisedndawfis  waranTanua sl useni slunounigade

4.6.3  @1uusud11993851A3 8% (Analytical recovery)

A NuiBd 199585 LAt kRIS umans  2-Lament-
1, 4-twdinadTunluvanany  uanolumsnef 16 ax1fui1385 AT ediithun
%uiﬁﬂdwwqﬂﬁooﬁﬁ 1uqnﬂ1wuLﬁmﬁuﬁﬁ1n17ﬁnuﬁ Tﬂﬂtﬂaét%uﬁnﬁﬁnﬁnﬁu
naoawﬁa§1uﬁvq 97.75-103.6% uwarfefarTamiafecdn 101.1%

. ¢
4.6.4 @)uiNgeT31995983 1a5 %

wan1TNAae I8N¥IAI L Az 9nT 1199385 LaT e lu 1 T
(within-run precision)  WABAINLABIATITERINOTL  (between-run
precision) uanalumns1eft 17 uasansnsf 18 sudidu 38%1aTedanTly
waaufifioinfiau i finns sidn %V 10IwanTSLaTedildaratalaiAn 10%
TR 17 wasangaef 18 asifiuinadn %o 1098aT a1 uilufifinlunng
S1aT1e9anT 2-1amand-1, 4- (W Ined Tunluwaranifinia dudusi ¢ 9 e

v

dre q Auldudwor warlunisSiasnedle 1 fu @v xcv #ldSAatonnia
10% Tunnadadudu fufle 385 a7 effidun fuilfianu fneng 9109m 33 LA
Tu 1 398 &wfumstiasnedseninetn @ %cv  farnandudy  2.0-16.0
2. /3@, Senfonnin 10% udfieanaidudu 0.1 way 0.2 wAn./wa. @1 %cv
ﬁ1ﬁﬁd1Qondw 10% 1§nden  deiniTodiarredniana dudnae vantluwanaun
18w dudn 0.1 %89 0.2 wan./3a.  IEF0ITIEIRIY ATI9anT Lawu
(Undetect) udluunonsldn %cv  w09n153iasedeenfifas i uuldie 15%
FofarBorinaunsadiarvdansfau dudufuld  warfanuifaensed Tos
#2ldn %cv 39 9 #nsrLRatufun135 1A ekansfifienacdutudr  defuisio
1ﬁwaﬂw7ﬁnawn1wuLﬁﬂomiaivwiwa¥uqnﬁae§o§u FudosiiniTnaassTaa’ld

ﬁwuaufutﬁmﬁu
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4.5+

4.0

3.54

3.0

X da
WUNNA

2.54

ansdu

2

v

1.5+

107

B3

0.0- T T T 1 i i i

T L] i T T T T T

0 2 4 6 8 10 12 14 16

pr}
AL EiuTaY 2-LamanT-1, 4-1unIngd Tuuluwa 1duq (uen . /ua.)

iﬁﬁ 16 nTwuan e aduiiudTendn edaTdruiiufitinue sang 2-1amond-1,
a-wdne3Tuw  do 1s, duad i duduussang 2-1ynand-1,
a-twdTne3Tun Tuwanaan ’
aun1Tu091dunTefle y = 0.2851x + 0.0032

2

r = 0.9997
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bt
) (1)
- 3
’-f bt (I) N e
. (11
(11) 5 ",e (11) '\ m
4]
m i
(o)} \0 - =
i @' L)
@ bt
L)
AP a))
0 L]
in i
- .Q;'
; y
i pe| o / E
H = I J
-t = .
. e IS Sl
3ﬂ n zu bl Zﬂ fl gﬂ N
;ﬂﬁ 17 Tasan TnunTanan 1a1831 LWz 1993853 LaT 1 viwn 1S 3 2-1anand-1,

-l Tne3 Tunluvwanann  Taninefia HPLC
71 n. LfuTaran Tnunsnre swanaunflsifians (plasma blank), g1 2. iy
TasanTnunTureswanan i 2-1afia-1, 4- L ulinadTun (s, il A i
TaranTnunsuroswanan @i 2-tamend-  uaw 2—tmﬁa-1,4~tiﬂTﬂn3Tuﬁ,
71 9. iuTaTan TnunTnuesansuay 2-1amend- way 2-1afa-1, 4- L uWina3 Tun
Tuiamnoa
fin 1 = 2-1ameni-1,4-1udTnadTun, %a 11 = 2-13fia-1,4- 1wl Tnad Tun
an17ENINaa0 Lan Turt 30
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anT19f 15 Lied L BudnnnduBiuuesans 2-wamantt-1, 4-twlInadTun way Is,

1uN1TUEN00NINNUANANT (physical recovery) fiadnutdutusinen

(n = 3)

2-tamend-1, 4- 1wl Tna3 Tun IS,
aaL dada”
(upn./ua.0 | LiledidudnnanduBiu % cv vief L udnnandufiu] % cv
{mean + SD) (mean + SD)

16.0 88.46 + 6.6 7.4 100.5 + 5.0 5.0
8.0 87.98 + 7.9 9.0 100.2 + 8.6 8.6
4.0 87.27 + 6.1 7.0 103.3 + 7.2 Toll
5.4 93.48 + 8.4 9.0 79.78 + 1.9 2.8
0.2 94.87 + 6.4 6.8 80.20 + 6.0 .
0.1 73.52 + 3.2 4.4 78.04 + 1.5 2.0

1Y
" anquin fuueeang 2-tamand-1, 4- tud Inad TunTluwaraun

( 1]
vilad L fudnnTnduBuiafnuee 2-amond-1,4-1udInadTun

IS =

uavuoy 1S,

2-1ufia-1,4- 1 Tnad Tuu

88.42+ 8.5 (n=18)
= 91,07+12.3 (n=18)
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aT198 16 aruududr1e9383 taT ek tBanaans 2-1anand-1, 4- L udTnad Tun
Tuwanaun (analytical recovery) fimuidududne q (n = 3)

At duduuoeang L dadunosans | iied fudnnandufiueesans
Tuvaraxnfiiafandy |[Twarannfisiasefls

(3AN. 734Q.) (AN . 73X . ) (mean+SD) mean _-i_~'SD %CV
16.0 16.6 + 0.05 103.6 + 0.30 0.3
8.0 8.2 & /0,22 102.5 + 2.76 R
4.0 4.1 + 0.11 102.4 + 2.79 2.7
2.0 2.0 + 0.02 99.24 + 1.13 1.1
1.0 | 1.0 + 0.05 97.75 + 5.05 5.2

lad 1 dudnnanduBuials = 101.1 £ 3.36 (n = 15)
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[ - 1 ‘
AT 1R 17 anuifinens 9199383 LaTvinnilfaeans 2-1amond-1, 4- L udTnes Tuu
1uuaﬁauw 1u 1 Y9 (within-run precision, n = 3)

AuL dudu” Sardruiufifia® %CV

(yan. 73aq.) {mean + SD)
16.0 5.62 + 0.494 8.8
8.0 2.46 + 0.023 0.9
4.0 1.22 + /0,095 7.8
2.0 0.71 + 0.070 9.9
5.2 0.07 + 0.003 4.3
0.1 0.028 + 0.001 2.0

" aduiduduuseans 2-tanond-1, 4- Ll Inad Tunluwaawn
* dardruliuiliauosany 2-1unand-1,4-LudTna3 Tunioans Is,
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#19198 18 @11N1ReInT 1199585 LAt RN 1S IR T 2-tamond-1, 4- 1wl Tna3 Tun
1uwaﬂauw 7suiﬁqfu {between-run precision, n = 6)

AL dudu” Snandruiiufifia® %CV

(amn. 73a. ) {mean + SD)
16.0 4.87 + 0.291 6.0
8.0 2.32 + 0.100 4.3
4.0 1.20 |+/)0.045 3.8
2.0 0.62 + 0.034 5.4
002 0.06 + 0.008 12.4
0.1 0.027 + 0.003 11.9

" mnududuesans 2-wmend-1, 4- Ll Tna3 Tunluwanann
¥ U
Y Snrdrulinfifianesans 2-1amend-1, 4- L wiTnaf Tuusoans 1s,
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ufl 5 n13@nunteTverLaanesn s fudiedn swanaunfiflans 2-1amand-
14— i TneS Tunludo sudufe Couuadilgraia -20°%. )

NANITNAR IENEINT L BB IR 918 9N L duduunedng  2- Lamond-
1,4- tuﬂTnaaTuu?uuawauﬁﬁtvawmwoq wdeani fuludo sududs ¢CQuurduTrun
~20°4.) fiarutLdaudu 8.00, 4.00 wav 0.50 AN./uA. YDIWANANT WA 1Y
a919f 19

TumaBnuinis L iBauutauesans  2-1umond-1,4- L Tnad Tunly
waraanluafod Lﬁun17ﬁnvwLwa1ﬂtﬁuﬁauaﬁuswu?unwsﬂwwuﬂ%ﬂﬁﬁﬁmuaaﬁae
Lafiarde 93 Lasedansdiodn g tﬂ@1ﬁwan17ﬁn&1%tmiwaiﬁﬂuwunnﬁaemso
mwuﬂaﬁutﬁua7oUﬁﬂﬂaﬂ ﬁeﬁuﬁqossaxtaawuaenWSLﬁﬂﬁﬁ?ﬁaaﬂﬁc%e1uawuwin
fRUAAN shelf-1ife ﬁdLﬁuﬂﬁ?ﬂﬂwuﬂﬁsﬂvl?ﬂﬁﬂﬂﬂﬂﬁ?tﬁuﬂﬂ Taatwua
W87 Wi nvutasresan T iRy + 10% war Twiwe s fardufildaansn
fRueautr s uLBodfu (confidence intenval) 90% ¢ Tentregvas
tranfiavaransatAudhodneee  fuda st aanfians 2-1amand-1,4- L udTna3 Tun
1£ﬂ13tﬁﬂﬂﬁ?Lﬂ%ﬂuuﬂaa1ﬂnwnﬁt1aﬂtéuﬁuaﬁﬁoﬁﬁﬂéwﬁmnneaﬁﬁ (RTsduniny
\Bodfu 95%) s nanT1ef 19 awifudn tﬁatﬁuﬁvaéwo1fu1u 7 Tu adny
tﬂmmumaeaW7Qvumnmwaawnﬂawwtmumuﬂaoawsﬁtaawt%uﬁuaﬂweﬁﬁﬂﬁﬁﬁmﬂwoaﬁﬁ
firvdumnaL fosiu 95% 1unnﬂvﬁutﬁuﬁuﬁﬁwn17ﬁnﬁw Taefiau dudy s. 00,
4.00 uar 0.50 wAn./¥a. ANLdudurovasanas 8.38, 8.00 uay 6.20%
Ay warn1TanastosarTfimnatdudu 8.00, 4.00 way 0.50 UAN. /AR
a@?uﬁaoﬂawmtéaﬁussniﬁo -9.18-(-7.61), -10.54-(-5,26) Way -9.22-
(-3.08)  gadfu ﬁa%u%o1ﬁﬂ17tﬁuﬁaaéwewaﬁauwﬁﬁaws 2-tamend-1,4-
tadTned Tuu 1uﬁaeuﬁuﬁuﬂamunﬁﬂisuﬁm -20%4. {uruifu 7 Yu dowdnae
BnuSLaTnud

aufl 6 mIBn¥ITrar LR 199M T LR uaTarans 2-1ananf-1, 4-tudTna3 Tuy
. d s i
Tuiamuealuto sududis Counafilgun -20° 1. )

HAN1TANEINTT LA ULl A TaTaNe 2-Lamand-1, 4- (udTnaS Tuu
Tutamueamnuidutu 400, 200 uwar 40 uAn./3a. %1936 9 9 %8390 fu
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Tutosududs ConmadilTennm -20° 4.) wanslumnT1 98 20 quﬁuqqﬁﬂqqu
viudu 400 yan./ua. nwsxuﬁﬂuuﬂaaquﬁuo 7 1uuanuLnﬂmuiﬁtsandwﬂﬂdwm
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