Li‘h‘“iﬂ* Hfdrochlorlde, Methyl Salicylate,
Worpﬁemramlm Maleate SEEL4r% BRI - G
BRI KB AR - S
- EAE G WO A S R S R i
W BEWERAREMNPERS 20BN R
LU o AW BEF B 17 20 R AT SR B S R
RZAMESHITE » AN BT 2 & Rl v »
MBI & SRS 2 S » R AR ARREN ST
BN TEE Z ARG -
=y W OB o2 1
AR
- L HPLC R © W55 IS MR A (Waters,
Model 6000 A) » — s 42X 5% 72 2% (Waters,
Model 660) » ¥iff##7H (Waters, 3,9mm ID
"X 80 em p —Bondapak Cy) » U V&% (Wa-
ters, model 450) % Omniscribe recoder ©
_ El 2 Milli-Q water purification system ( Milli~
TS 3 _pore Corp, ) °
3 Solvent purification kit o
4 Ultrasonic bath o |
5 Anal tical balance o
4 6 Microsyringe (25¢1) ©
£ 7. pHMg2 standard pH meter (Radiometer )
: ) FOR R i B B 58 ¢
E L Lidocaine HC1: pharmaceutical grade
2 Methyl Salicylate : pharmaceutical grade
3 Chlorpheniramine Maleate : pharmaceutical
grade
4 Phenobarbital : pharmaceutical grade
5 Phosphoric Acid : reagent grade, E, Merck
6. Methanol : reagent grade,E, Merck
‘A Ammo%ium Phosphate, Dibasic : reagent
grade,E, Merck
8 Reagent grade water’ (MilliQ)

= K B ¥ g
L Lt d 5 '
1 Lidocaine HC 18R : m;ﬁ;j;!.methanol R

& 0.6mg, ml ZR|E o
' 2 Methy] Salicylate MR : ﬂfﬁﬁl methanol ¥
HIMEE 0.2mg /ml 2 WAL

elﬂoi’ﬁdnﬁ'mlm Maleate B : BfmLL me-
‘thanol WHLAME 0.2mg ml ZBEE o

'iramne Maleate
'ﬁﬁi%Zﬂﬁ

HEE HoE RER

4 Phenobarbital B : # &bl methanol ¥ &% iR

o mg/i‘nl Zmﬁ E
5 Lidocaine HC1, Methyl Salicylate, Chlorphen-

iramine Maleate B &R : BE Lk =R 5 2R

¥4 it » bl methanol ¥ # iM% & Lidocaine

HCl 0.6 mg/ml, Methyl Salicylate 0.2mg, Ml
J Chlorpheniramine maleate (.2mg /mlZ J & °
6 PECE 8 Eitl 2 3 5 ZREMAR 0.2mg ml
8 [ 2 Phenobarbital {5 AREEER (4 nternal
standard ) :
CIRMEEE & (Phosphate Buffer ) RBEY# (
mobile phase) 7 fg# :
L 50 R T R 2 O
M 2 ammonium phosphatesdibasic Vg
LK (jreagent grade water ) WEEERIBE 0.01
M, 0.25M,0.05M, 0.75M % 0.1M FHHBRE
s B B W 5 JI LIRS AR (Phosphoric acid
) % 5 pH, (85K pH 4.0, 3.5, 3.0, 2.5 % 2.2
SR MBRME WS KB SMEEHE pHEZ
8 0 A TS e © A RAR I Y RS 51 5L 0. 46pm 2
A v e T AR TR R - RN UK FEPIGA <
2 R M2 Aogd ¢
i P R K L ﬁﬁdﬂZﬁ@ﬂﬁﬁ?ﬁiﬁﬁ me thanol
Ll 55:45 2 @R & » ZE8 S 3 (Ultrasonic
bath) rhiR 2k 10 5 $EEGR A8 (degas) BEEHZ ©
W HT 2 B - _
1 Column ; #— Bondapak Cis ( Z{H )
2 Flow rate : 1.5ml/min.
3 Detector : UV %4 nm, 0.2 AUFS _
4 Mobile phase:- Phosphate buffer, Methanol(55:
45 V,/V) '
5 Chart speed: 0.20 ¢t Mmin.
6. Inj, volume: 20 #1

m. & R & & &

L RBRAFZHBA ( R=0) A8 » i LURR BRI
W ER pH 2 5 EBBHASIFAEER » 4
pH 4,0 22 FOHAN ) U8 E 40 0 o V3 /R B 10 9 1 F
ZoME ; pH 3.5 FRRAR pH 3.0 Hil
WEERS 0.75MR 0.1 M 2 R0 v i oy o 2 2CR, 5
pH 2.5 ‘HBEWER 0.01M #F5h SFREBURIGHE
s 10 pH 2.2 % o FER T EE AR G 0 4

HAGREF o
2, py AT MR WCRDJRHT R ARSI IREE 0.01M
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k| 0.01M

PH

& i 40 ft 1 & st Lidocaine
~ 140~ @M & #mA ik Salicyiate, Chiorpheniramine

. Z[WH5S Chlorpheniramine Maleate g4y tail-
ing 14 {5 2 10 {o] 3L 3% o

fidl ()

1.Lidocaine Hydrochloride

2.Chlorpheniramine Maleate (A)
3.Methyl Salicylate

Column: £ -Bondapak C;qa

Mobile Phaser0.01M(NH,4):HPO, pH4.0:Methanol
55:45(V/V)

UV 254nm 0.1AUFS

1.5ml/min.

Detector:
Flow Rate:

s A

min. L 1 L I
0 5 10 15

3 j;ﬁﬁrﬁﬁﬁfﬁzsﬁﬁﬁﬁﬁ:%} Chlorpheniramine
Maleate ﬁE-ﬁ}K’f[ﬁ(capacity vaiue) {4 g )
MF > @ E Ll FRRWEE pH 4.0 ES
2.2 ZHMINE » 0 ] EH 7 10 75 S A 5 o8 B oy
0;01M £ 0.1MZ AR » et 2R e
Kt S LA » iR 2 58 1L 88/ KUK pH 2
BEMIL— tailing peak ZdGEtiKR A g
HZ%@&&&?@?&&E&‘[EFE%@&Z%#E%@
e BRRBE » =052 58 A7 O 1
A2 pH G TG0 48 A5 HL IR B » M peak tailing 2
T 0 19 i DI HEER LI 2 AR R R o

0.025M 0.05M 0.075M 0.1M
Sample| K' [Sample| K' [Sample] K Sample| K’

4.

0 A B0l F W67 K k.3 F U

3.

5| B hod ¢ liod T bed ¢ b3 ¥

3.

0 C 1344 H B.83 M h38d gr

2.5 D 225 1 242 N hod s 1:

22 | E 183 J hod 0 had T 1.33{' Y

i T T T ——

R R EOREE 0.05 M, pH 2.5 Z AR
WIEE) © WP A2 W SIS pH g g5
BRI R 2 T RER § BUAEE : p— Bop.

- dapak Cu RHTEMZ pH BB 2— 5 , gy

aaﬂﬁmE&mE-wﬂpﬂa&ﬁaﬂﬂﬁ

WG, Lidocaine

Hydrochloride, Methyl

Maleateik ﬁ.ﬁ-ﬁ-#iiﬂr_t&mine Maleate

Wil pH (BB IE SR HTE TIEE AR i , g
LA L alky] group SRR B 4 stpgs
amalsE; 3, ﬁﬁﬁ?&Zf’FFﬁEﬁk!ﬁ&mﬁ
ch (b B E HERL 2 Rt Fﬁﬁﬁ}ﬁﬁtﬁ‘ﬂﬂﬁ}%ﬁﬁﬁ
@), [E @55 [ Residual Silanol Interaction
1 zia) « ST T SR AR R s
SRR 3 ( residual silanol group ) WS
W + ARSI — R » ey
FESEY > SURRMIEARDEES i
B B 2 AR T R R 2 1 D 7 RS » (ke
HE G B (8 RH I PE oo » D AT BES | BOW MM 2 » e
DER EFENEN » B (Injector ) R (
Pump ) RIBHEHEFREEG o

i (2)

1.Lidocaine Hydrochloride

2.Chlorpheniramine Maleate (N)

3.Methyl Salicylate

Column: p-Bondapak C,g

Mobile Phase: 0.05M(NH,4):HPO,pH 2.5:Methanol
© 55:45(V/V)

UV 254nm 0.1AUFS

1.5ml/min.
3

Detector:
Flow Rate:

J\MJKJ L__

min. ki 1 | ]
5 10. 15

0
5 BH# Chlorpheniramine R ZaH s BAZMC
acetonitrile ) R MMl ts 2 MOUBBE

M)+ Bt 5L 07 5 ¢ o I (me thanol)
B PR MO e () 4 2 A2
L RN W s A PSR R A A (me-
thanol ) fE B ek 45 it . o

mz&tﬁﬁﬂ 51# Chlorpheniram ine Mal
HRXFF (elution order) Z O o B R
HCI & Methy!

RIGH tailing Hig
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H 2.5:Methap|

Concentration of Buff

‘PH strength:(A)4.0
_, (B)3.5
- (C)3.0 °
(D)2.5
(E)2.2

3.Methyl Salicylate

3
3

1 (E) (D)
i i :

1.Lidocaine Hydrochloride
2.Chlorpheniramine Meleate

(C)

Il Jhﬂj |

1 1 | 1 TR 1 ] L
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J
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0 5 10[150 5 110150 5110|15|0 5 10150 5 1015

gy

PH strength:3.5

Concentration of Buffer Solution

(B)0.01M(NH,):HPO,
(G)0.025M(NH,) ;HPO,
(L)0.55M(NH,) .HPO
(Q)0.075M (NH,) ,HPO,
((V)0.1M(NH,) . HPO,

W 3 §@

| ]

JJJ LJUM LL

|

L\_J

uffer Solnt»n :0. OIM(NH.),HPO‘

(B)

(G)
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1.Lidocaine Hydrochloride
2.Chlorpheniramine Maleate
3.Methyl Salicylate

2|
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05 10150 5 10150 5 10150 5 '10150 5 1015

7. Lidocaine HCl &4y 254 » ALl pH 7.97), 4.8
®), B 4450z mmasRmn R TS
EHRZHY  MARBRZ LR HTEAER pHA0
Z AR I > 4] TR R Lidocaine HC1Z
R R -

8 HPLC #ESEBHTED « HoMRS RonmitEs
B F L2 thE s » WHEA peak tailing, peak lea-
ding H&H » HRHEARS FELZ peake iR %
PAHEEHEHAL B HZ RS LA B8 IEE » MR
FAsEE pHetBI F7EH Lon Suppressmnm ® -8
Y5 + JREN 3 G ME M ( common ion effect) 2
fER - fl: EHX S H + X 2T » BE
pH EEF MR A » BI7] &k tailing M » HAF
SRRz pH E ARG AR AL HEGOR R
BB MO DR R4 RERR S R D A B
73+ B EEB BT REHCR

9 ACPEER b Chlorpheniramine Bk #1244 ( bas-
ic _compoqrﬂ) » L FPTRH Ion Suppression 2
AT pH A AR S pKa fi » 7R 8V W44
@t » 574 Ton Suppression 2R » [E(E
pH ] B85 60 B F LT R (AR AFA[E
fitk pH EERAT » 3 tailing ¥ F 204 % 4
W H % ¥ » BE7R Chlorpheniramine W] fE7E 356
e 3 R (LB R » BATFA Ton Suppression 2
A 7R AT o Chlorpheniramine 588
HEALGe » Bl pH HIEE ( BRERSE D - 4
HY B2 o B 1R ( %Eﬁﬁﬁﬁﬁﬁiﬁﬁ@
iz A ) » EiaH tailing 1§ % » DUk
$K ¢ B8rh Chlorpheniramine R 43 'tailing di 3 °
ZEREF » CIESHE » SRR CUR T H 35
pH {f RER (S (0@ AT B 3 e S B R A I
gtk ) » B Chlorpheniramine 2 K'ig s (5
s BWRAFRTTHESE © FRER Chlorphenira-
mine $B§) 2 EHREAE ( REVBRRIA K )

 BUBCE AR S A EL B RN Z W ERES) ©

10 £ 38O 2 BUE LU - B AR 2 Bt - WK
09 (34 B 7R B > BEURARI M WO 2 i .
5yl RSy ZE TS WD A b 2 AR EE O ARHAE I -

11 A B 4 18 Bl AW R > TR EIDER R e R
E0.05M, pH 2. 5 AR BBHHAKRZ BET
AnA PIEREENE 5 (internal standard ) phenobar-

bital B¥» 3 peak A& Lidocaine HCI, Me -
thyl Salicylate X Chlorpheniramine Maleate 9

B B R 5 HAR o NG = o



&.’i%’:f mw"i:""“"‘“*“_ faleatedt 4.9

@ 9. James G, Flood, George N. Bowers and |
| : L.idocnne Hydrochloride ; : B, Mc Comb: Clin, Chem. 262 (19%)%

- 2.Phenobarbital 10.Merck Index 9th
- 3.Chlorpheniramine Maleate 1L JP.1X
4.Methy1 Salicylate -
Column#-Bondapak Cis 12NF XIV
Mobile Phase 0.05M(NH,):HPO,PH2.5:Methanol
55:45(V/V)

Detector: UV  254nm 0.1 AUFS

Flow Rate 1.5ml/min. -
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0 D10 15

12K SEERHERY 15 7> BP9 @ Lidocaine HCI , Methyl
Salicylate, Chlorpheniramine Maleate . Phen-

obarbital ( internal standard)SE V06l g 53 » s B
%ﬁﬁ o HLRGM 2 ~ sREE o GHEIE LA TR B L@
) ﬁﬁmﬁﬁﬁ%ﬁﬁﬂmﬂmzﬁﬁﬂ?ﬁﬁ °

2 ¥ XM
L BmmA_ Bidlingmeyer: J, Chromatogr. Sci, 18
525 i 1930 ¥ |
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