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1. UNKI
Iwsanguamiduslunguondiuainis
aniaui llsadusesd (NSAIDS) (McEvoy GK way
Ay, 1996) ARMIMEARaLIwNIRANelULTzINa
Tne  prasnangavaanalldlagnsa 619 aw
Souuazuad (Klans Florey, 1986) rialiiiaasfiidu
é‘u@mmiapju%ln@ #ANINNHLIBNANRITAIA U
(precursor) MNVLIUNIFIAMzATAnAUL W au
anfuelwsan@uay (BP, 2001) Jagtuniznim
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(high performance liquid chromatography, HPLC)
(Puthli SP uazAme, 2000) uazualaai3dianing
In3%a (capillary electrophoresis) (Barthsch H Lz
AkE, 1999)
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1.1. Binary method (Fritz JS L8z Schenk GH,

1987)
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a - A1 absorptivity (dm g cm )
3 6
b - ANNAIIVBILTAS (1 cm )
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L8z 2-aminopyridine é’aasiwmumﬁga"[waan%uﬂu
(AR grade,
BHD Lab, Poole, England) methanol (AR grade,

saadawldun  hydrochloric acid
Lab—Scan, Bangkok ,Thailand) sodium Hydroxide
(AR grade, LabGuard, Xalostoc, Mexico)

21.2 qﬂninf 1@un beaker, test tube, pipet,
dropper, stirring rod, watch glass, funnel,
volumetric flask, cylinder, erlenmeyer flask,
evaporating disk, round bottle flask, thermometer,
claizen adapter, reduction adapter, glass stopcock,
heating mantle, condenser, boiling stone, clamp,
stand, magnetic stirrer, magnetic bar, rubber bulb,
NITOIWNTY, NITANBTIL AT AN

2.1.3 a3asdia leur pH meter (Consort C830,
Turnhout, Belgium), ultrasonic bath (P Selecta,
Ultrasons, USA) LUWar spectrophotometer
(Shimadzu; UV-160A , Japan )
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JANTUANREAURNALD WLIRLALAIDEIIATILI
WAUA8819N 18NS reflux M1L3a1 0, 3 WAL 6 7
lus  adadinisganauisddana llaiaalugog
AMNLIIAAK 200 - 600 Wlwuas lassindatng
U 10 VRRAAT NUATUNFIIALANLEINU 2
f§N12A8 neutralized solution W&z non-neutralized
solution Iml neutralized solution (JWs1IRZANLLID
279 110 WiNUaIA2089N IENIERAINT reflux WAz
U5 pH Tiillunansdis 0.1 uasia lodonlaasen
6 G [ a v v U

lod w3a 0.1 uasua nialalasaaaSndudu &iu
non-neutralized solution haifin1sUsu pH T#du
naNd ¥1 neutralized La% non-neutralized solution
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360 W lwluas

2.2.3 nmyengilsanmerlnsanduaaunas 2-
azdiluln3dnluarsazarsuiasgiunas
(Synthetic mixture) Ll@38 stock standard solution
Iwsonduauuaz 2-a:lulnsauldianududu 10
Naanudaladans i 0.1 uasua nIalalasnaesn
Woalwlanududu 1710 win Usu pH lidu
naeens 0.1 wasua lmdsnlaasenloduazysy
U’%mmq@ﬁmﬁmﬁmé‘i’u (working standard)
WIpNaTazauNaN InTanduanuay  2-a:llulng
anlidoanain 10:0, 7:3, 55, 37 uar 0:10
lalasnTudefiadaas lawiiaa1991n  working
standard ﬁnmm::mﬂ“?ivl@”lﬂi'@mi@@ﬂﬁu%'q%
oaan llalaauazduins %recovery 2adlwsand
uaaLay 2-0:8lwlw3dulasdt Subtraction LU3au
WBunuAT Binary
2.2.4 myengilsanmenlnsanduaaunas 2-
azllnlnsAnnianasnis reflux lwnsalalas
aaa3n lasissanasulnianduauuazdn
aﬂ'wLLszgaWﬁLf:amvlwsaﬂ%Lmu 230 Jadn3n 1
a9l1 round bottle flask YW 250 VARAAT LUAN®
ABTLIN LGN 0.1 uafiua nialalasaaedn sl
reflux 91 100 asFTaldos (HUMBEIIILATIZN
I@]ﬂmﬁ@ms@@ﬂﬁu%'a%é'amﬂﬂaLa@]ﬁnm 0, 3,
9, 12, 15, 18 uaz 21 Talug
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I@]m%amaéf’;amaﬁLﬁuuﬂﬁﬁﬂ’smvﬁuﬁuq@ﬁm
1/100 Winedanududwdan Uy pH iidunans
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anuFNRuEIERIAIMIganiuisiaaan hlawae
UAZAMULTUTUTBIRIT AWtk linear equation LA
correlation coefficient (r2) delisunTy Microsoft
Excel Uaz389MTMaMUTuTuI098037 1WA3
FUNuRdwEuaTe

- anuuaind11edIT Usziliuanniadn
niganauisddan hlawavess lnsanduauas
RTacAunFNeT InTenduaude 2-a:0lulwidu
§aTEIU 3:7, 5:5, 7:3 finNULIAAK 360 Uz 300
WlWuAT 5 A59 UastUNFWIAN %RSD Gaan
M 5

%RSD = X,,, 100/SD (5)
Xove - ﬂ'wmﬁUmmsg@ﬂﬁu%'aﬁé'amﬂvlﬂaLam
SD - ﬂ'uﬁmmummgwwﬂa\‘lmmi@ﬂﬂﬁu%'a%'
gaa hlatan

- mmgnm‘”awaﬁ% U3218%aINN1T
Annedmsaraginasgunay wsonfuauuss  2-
p:AlulwSAudnan 3.7, 5:5, 7:3 uasduins %

recovery (%R) AIENNIIN 6
%R = YTaNnmaINIBAaNLA LG x 100 (6)
PSunmashaase

- mmﬂTMTu@%nq@ﬁm’mi’@"L@T (detection
limit, DL) ﬁammtﬁu{fumaamiﬁlﬁmmi@@nﬁu
FiRdaanhlawadu 3.3 iihvesdrgandued
saalalataaves blank SrudmdIENNIR 7

DL = 3.3 SD/S 7)
SD - @hl,ﬁmLuummg’mmaammi@@ﬂﬁu%ﬁ
9aa7 hlalaawes blank
S — ANANMNTUVBIFNNTLEUATI

- mmw‘”wm‘”m"iwq@ﬁﬁmﬁwﬂlﬂ‘”
(quantitation limit, QL) ﬁaammf&nﬁm‘ﬁqmaaa’m
ﬁl‘ﬁ’@hmig@ﬂﬁu%‘o%é’amwvlﬂaLami‘]u 10 inves
Arnsganauiidaaanlilowmavas blank fuam
GIRUNIN 8

aL = 10 SD/S (8)
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aa a 2 v o A
Tagdsadnlasinas  wan1sanIainazaun
WANIZRENWLIINIRERTOLAT 100 WIDLUNILARGD
W18 75 : 25 Uz 50 : 50 LARanIIazae
Aa . oA o v & 2 a v o
AN NNY AINUIILFON AR A LLUNINDR
@ainluaaIdIn 50 : 50 wazwuinlualrinazaisd

o a K A o
1Fan 15 WA F9azanundonnua Letinhl scan
vLW’iE]ﬂ‘TjLLﬂNlﬁﬁ’]ﬂﬁi@ﬂﬂau%’\‘laé’a@l’iﬂ’ﬂaLa@lfﬂdfi(@
N 360 wilwwas uszasazangaIgInlnsand
wanlugg 5 — 25 lulansudeiadaas wauns
\UAT y = 0.0522x + 0.0112 (r° = 0.9997) WaN
ALATIEAI8E1981 IO NTUANWLINENIRBIDH D
a { v &
USnmenfiszyuuaainiosas 97.43 uaz 98.47 o4
uNaIgIuean USP 26 fnuanateuas 92.5 -
107.5
dg‘ U L% a

3.2 nsAnsdaIawNITEaNaasan lnsand
wanN18lAFNIITNIARATAIS  INITANBINIT
F8aUaILN wsanduaulunsanazasnu e n
sanduauianuaiallussudaasailunsa (gﬂ'ﬁ
1) WAZWUINETAZAN8N reflux lunsauazdsu pH 1#
v unaten aus wvl,ﬂi'ﬂﬂ"mﬁ@@ﬂﬁu%'aﬁ
aaaT laee  IWaUnasuvaIg Izt eI NTaLan
nhasszaefldldUiy pH GUA 2) WalSoy
a o AN v o v
Wousna TN e nusUnaTuueIgI IR A LNINT
Pwlwisanfuanuaz  2-a:lilulnidu (UA 3)
YT RIRLAI1RIINLANIINNIIFA LAV I TN
sanduanflinisganduisddaanlawmagegadn
ANNLIAAK 300 UIluluaT Ao 2-azi I lwsan
3.3 mMyanzilsamelnsanduannaz 2-a
ﬁfuv[w'%ﬁu‘lummzmﬂmmg’mwaad (Synthetic
mixture) mﬁ@@hmig@ﬂﬁu%'a%'é'amﬁv[ﬂaLa@r’um
§1INTAIUNIATFINNIFOI b UAIINTAIUNIAN
ANNYIAAK 300 WAz 360 WILUWNAT LEHAAINN
9N 1, 2 uazgf 4 NANNTILATIZAUS N RN b
sonBuanuaz 2-oxdllulwid@ulussazanounasgin
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Reflux with NaOH

Reflux with HCI

Reflux with HCI and neutralized
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JONBUANIINMTT reflux  IwnIeLUTHUABUTERIN
svaranondTunasi i lddsuansazasliidunans

R385 ,
i T L
\“ / ‘\_ Piroxicam
M :_\_ 2-Aminopyridine
v\

g.08A4 J . Mo s ey e - N

200.0 108.9CHN DIV, ) 00,0

o=

3Uf 3 sunasumiganiuisddannhilewnazes
§1INTLNAITINN IvsanFuavua: -0z lwlnd

aulunialalasnaasnnusulwidunans

‘:I 1 A e A o
39N 1 mmsg]@mamaaaamiwvlaIaLammaam"l,w
JANTUANNNAMNLINAK 300 ez 360 Wlwuas
(n=2%)

Refluxwith NaOH and neutralize

Piroxicam  Abs at 300 nm Abs at 360 nm
(Ug/mi)
5.6 0.111 (0.049) 0.344 (0.016)
11.1 0.238 (0.046) 0.684 (0.012)
16.7 0.361 (0.046) 0.997 (0.058)
22.2 0.480 (0.019) 1.278 (0.088)
27.8 0.603 (0.065) 1.534 (0.113)

WNBnG; 1 () luA1TIMERI %RSD

‘:I 1 =) @ A o
aef 2 dnganduisddaanlanaves 2-ax
Fnlw5aunaNe1IAa% 300 Lz 360 WIluias
n=2%)

2-Aminopyridine  Abs at 300 nm  Abs at 360 nm

(Hg/ml)

7.3 0.487 (0.011)  0.001 (44.72)

145 0.981 (0.056)  0.003 (1.542)

21.8 1.458 (0.010)  0.003 (1.597)

29.0 1.925 (0.029)  0.002 (5.229)

36.3 2.346 (0.024)  0.002 (4.159)
WBLAG; AN ( ) luansnsuaas %RSD

AN 3 NaNIATERYIII e InTanGuauLas

2-a:flulnwianlusnsazasunasgruney

Pi : 2AP Piroxicam 2-aminopyridine
(Wg/ml) (% R) (% R)
Subtrac  Binary  Subtract  Binary
tion ion
7:3 101.2 101.0 96.4 101.1
5:5 101.0 100.2 98.8 99.1
3.7 106.0 105.1 97.4 98.6




3.4 nMvezidsumeninsanduanuaz 2-ax
Awlwsannienasnis reflux Twnsalalasaas
30 wansdmnlSinalnsendueufimiouss 2-
oz lulw3audiAndudeis Subtraction waz Binary

WRAIMUANITIIN 4 gﬂﬁ 5 U8y 6

A9 4 YSuaen Insenduanuwas2-0:0 I lnsan
MunaIns reflux Madnsenuadaainsanduaulu

n3a duwralasdT Subtraction waz Binary method

Piroxicam( %) 2-Aminopyridine (%)

Time Subtract Binary  Subtract Binary

(h) ion ion

0 97.68  97.66 2.32 2.34
3 86.23  86.21 14.82 14.84
9 5179 5176  39.02 39.06
12 4629 4626  46.15 46.19
15 2930 2927  53.11 53.16
18 2310  23.06  61.37 61.41
21 18.91 18.87  63.54 63.59

® pi-300

y = 0.0643x + 0.0389 O pi-360

s 1 r? = 09991

é A ap-300
1.5 4 X ap-360

e e

AN INANABTIFOANT

y = 0.0536x + 0.0737

r’ =0.9966

U

y = 0.0221x - 0.0099

r’ =0.9999

0 e H—H—H—

0 10 20 30 40

anudutu (lulansudeladang)

Eﬂ'ﬁ' 4 FUMIFUATITEATNAINIAANAUTIF
9803712 1laLaaNUANUTNTUVIRITNIAIZIU LN
sanduay (pi) waz 2-azdilwlnsén (ap) 7
AMNLNIAAK 300 Uaz 360 Wiluiuas

* nndlwsenuesiminent]

WSanuashniludasas

1amn (Fatus )

3N 5 USunmen bwsanduauna: 2-a:0 I lnsan
MunaIN reflux Madnsenuadasinsanduaulu

N30 fwImwlas3T Subtraction method

WBanuasiniudasas

1aan (Fatae)

sun 6 USunmen lwsanduauna: 2-a:0lulnsan
MuwaINT reflux Madnisualgalwsanuauly

n3a duralas3T Binary method

3.5 nydssdinds MIUsH i AwdITAe A Iwsand

A A A ad A a & o
wANNnAaLa: 2-azilwlnsauniedn lasni3da

A o Ao A A

nmIganiuiiddanshlamafinnueiniu 360
WAz 300 WlWN@T NEIPU  WuINITHANY
SUNBFIIURNNTLEUATI y = 0.0536x + 0.0737 (r°
= 0.9966) Uz y = 0.0643x + 0.0406 (r’ = 0.9992)
uszlasiiuaanmadosiuunnaigin (%RSD) lu

19 0.01-0.11 WAz 0.01-0.06 LUaSIFud §1AU W

L
O 1B 2-aellulWsmuminem

* 1Bunndlwsanupsiviest
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sanGuauuas 2-0:8lwlngan ausey Woduam
U3 UM mban 38z UNENIEHINIR1ITNIma e lanaT
Subtraction W8z Binary WU %Recovery MU
SumlnsenGuanuaz  2-a:ilulnw3aun103.o
wae 97.5 Wasidud Wadwmarsdtusn uaniy
102.1 uaz 99.6 wWasiFud Wasuimdrnisnaas
ﬁw‘i'ﬁqﬂﬁmmﬂi'@vlﬁl,l,mﬁw‘ilﬁqﬂﬁ’imiwzﬂﬁ"uaﬂw
JonBuauRan 6.27 4az19.00 lulainiudeladans
ANNRIAL ﬂ"}ﬁwqﬂﬁmmi’@"LﬁLLazﬁw‘iwq@ﬁ
Jianzilavas 2-a:0lulw3duidn 4.71 uaz 14.29
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Tassnuwinandtsiunlasinlawasiine
AR UTI U INTONTUANNLARALATRITRANUA
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