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Determination of Metoclopramide

Hydrochloride in Pharmaceutical

Formulations Using the Prepared
Electrode Form Carbon Paste Modified

with lon Pair Complex
Abdalgader Dyab’ Dr. Bashir Elias®

Abstract

An analytical Potentiometric method has been developed for the
quantitative determination of metoclopramide hydrochloride in
bulk and in the pharmaceutical dosage forms, by preparing a
chemically modified carbon paste electrode. The new electrode
composed of ion pair complex between metoclopramide
hydrochloride (MET.HCI) and phosphomolybdic acid (PMA)
reagent as an electrochemically active substance (MET-PMA). The
optimum electrode consisted of 48.5%, graphite powder, 48.5%
dibutyl phthalate (DBPH), and 5% ionic pair complex (MET-PMA)
and showed a response to metoclopramide hydrochloride that
achieved the Nernst relationship within Linear range (0.99-
2588.00) uM, slope of 58.895mV/decade, pH range (2.1-7.9),
response time of 15 Sec, lower limit of detection of 0.91uM and
electrode life of up to 55 days. In addition to determining MET in
its pure form, the prepared electrode was applied successfully for
the determination of MET in its pharmaceutical dosage forms.

Keywords: metoclopramide hydrochloride, phosphomolybdic acid,
ion-pair complex, carbon paste electrode, Potentiometric method.
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[1]

ileaall dapall (MET.HCI) 2515 )0 avalyssiS sinall el
tealall 4anls ¢(336.30 g/mol) aiyyall ALY 415 Cy4H2CIN3O2*HCl
Benzamide, 4-amino-5-chloro-N-[2-(diethylamino)ethyl]-2-
methoxy-, monohydrochloride, monohydrate.

4-Amino-5-chloro-N-[2-(diethylamino)ethyl]-o-anisamide
monohydrochloride monohydrate [2].
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sl Jiae s i@ 3ol (MET.HCI) waad bl diph @k

o ol dise gibua Jidg s A Jaee alsill Sl (e aladiuly

A gises Allad Aaplall o bl ¢jedal Ayl o) — ol 2Kl Gl

glsil Gabiiay (MET.HCI) aaadl Gugpaall gyl Gadii vie &30y dulus

saus) W o(Llally Auanll Apjie Ll dgyll) Sl Jdaill @ik

bl Jaall (IS8 PH=7 dases day35 810MV (5 e (MET.HCI)
[3] (7.14pM) <aiS 25, (25-3000pM)

aladinly Aol ahasiue Gaca (MET.HCI) aaail duly il

ol Gph e @y il palai) dglhe adied diall A dak
o siel diine Sl wilS an (MET.HCI) delsi e il siaall dpaliaial
3.02x107*L.mol™t.cm™? [alaial Jelears 425NM dnse Jsb die )
Wl Ghaily 1% (gHlaa cilyailiy (0.56-51UM) o W adll Jlaal) Jia)

141 0.8% (s5ie oo

(b —paldl) LV apal) ahaniie i 3450 538 (MET.HCI) 2aa

Siaa o Jganll 20y 425NM dase Joba die Agall Galaial) ddblae 4y

SaahslSginally AhslSspnn ol diid ow daliadl LB e b sl

& NaNO, slasinls 4S5 b sasasall siad] 8ya3l 53kalls Janall 2y5lS5 50

LY debeay (1-10Mg/L) op L ball Jball sl o mes Jaug

1.2x102 pug.mL” sl e UlSs oSU CaiSl any caiSH as Wi r=0.9995
[5] 104.1% 596.1% ¢ ducla i) cansliis «4.063x1072 pug.mL™ 5
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Wplea Gpb oo SV oyl (MET.HCI) aaail diag 85 <yl

Sial Eyn (KHSOs alaainly 4l 43ig51 30T shal 2y Ayfiagagall diphally Leas
aisll  ded sl (0.25-35mg/10mL)  ox L hall Jb
Sle cadie) Jida Gl dipl g A jad) dgl) 45,00 LW .0.25mg/10mL
oaiay 236 e Jpanll 3ol ligl 30 KHSOs e (MET.HCI) ) lis)
Jlaes 24600 L.mol™.cm™ s (aliaial Jalaes cAmax= 350nm xie

[6] 0.2pg/mL i< 255 (0.3-3.5ug/mL) s

b RSl cliiall ey (MET.HCI) I fike (gpume gliaal o
iyl 538 (MET.HCI) aass vie cpdle dlads old 53 80l Saaa cauS
@sind Aglae ) e clide GO e gsSe Al Alaniue Gasag
soall Aalie 48k 43005 (MET.HCI) olas Sawy) Calix-4-arene S
osladll e Al &GNy cAolaiul) o) iy gyl bl o3l Gaball (e
171 3x107M i ax5 (IX107°-1x102M) (e Jlaall el (g5 Saall
Lyde ol (eldl) B s Cillae Canendiu) Ablas Ak cak
il G slea) Gyl e (MET.HCI) aasdl jdie (Bivie s allay
(aa 405NM wiage Jola )i g lad i Glldg )5liaadl NaCl @il alaasiuly

[8] 76.175ng/sample —aiS asy5 (0.05-10MM) (s s Jlas

Gl alasinly Ay el Aapylally (MET.HCI) 1 Sl el dlsld) sy

Jiig (D Cllaall dgns (OGS shugt gaes = MET) s zs3ll dlaes
VU Jog S, (DOPP) wlaws Jad JuSsl Ay (TBP) ciliug
Ji-2 5 (DBP) liwg dig iy (DOP) eV Jisyl Alis (DBPH)
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Aaguny dubus 415aS dllas dayla ek (P e sl 14 dpaa) 5aS
s Al Bl Aol one dabilsdl waad Jal e Al dcaddiag
Ul oSl Ligara o pdana (e aladinly allyg ddp¥ayall 4iljianiig
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eV JaS S cled cbaldl (e dcseaas (ALDRICH 48y zll
Cuys 99% sl (DBPH) o Jis Ay <99.5% 356w (DOPH)
Alad 0l S0 zs3l dra jpaatl aadiudy (BDH 4855 e (P.OIl) gl
gl 48,5 #1l (1e 99.6% 35l (MET.HCI) aysin aualy IS sl 458
s mes CadlKy ((Biochemical& Synthetic Products PVT.LTD.)
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tJaad) A4y
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(IX10M) 5S1 Ll cplslae zhe Gk oo ) Sied) joaa
((1:3) Llo)) Loy asiauloal) shugd Gaeny 255 aalndl<al (e K
el 5 s Ly Qs b)) U8 & e lu 24 530 Jglaall (e oyl
LAY AaSas Adle bpe e bl Laia L il ha da die Caing

i) clida o ihe giles Sl il gyal (ol daall 55l (e 2l
<S5 «(DMSO) a5l Jise Al (o diatie sk pladiuly JalSlidl o
At 7 lan a3 Camnd canly JS Akl el Jin slsel) 8 il Aaalal

oS gl S5ig iUl deall g3 B Aady dsa Bl A Al 38
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A e} pailad o calal) ggi 5l Aups -2
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DOPH a5 diljdll leailad 8 Aikda ciliale &5 Aaiily  juasal
D el il isall (i) L pailads Saa iy P.OIl <DBPH
OsS) Digana (glue Daubiny ol Gl Cus (Jall o ddle 585 (il
zol ASa b S il cbalall gLyl pailadll iy caadiuadl gall
JS E=f(pChigr) dwbad) ciliaiall cra) 5 [10] ¢spS Ligana ann sV
olle IS dal (o el saall JBall ol Cygal Gus uane (g

ALY puall paitbad Ao galall goi il 1(2) Jgaad)

Juall
mV/Decade

4.49-1661.10

0.99-2588.20

1.99-902.47
pailadl)l b Unsale Tt 1af (DBPH 3 Lkl (glsall of (2) Jsaad) o
Aalaad Alil) degl) (o Apll dadll daf DA (o puaaall (puall Al
(3) ISl el as Aad (mlidily

410

—8— E(5%)DOPH
310 —e— E(5%)DBPH
E(8%)P. Oil

210

T A A

110 =9
18 2.8 3.80Cy 4 8 5.8 6.8

E,mV

L) (5 gl palbad o gald) g g 8l 1(3) Jed)
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fapall 00 e G/P galal) ) cudlal) dpud il A -3

Al o) ol Anisl dshall A (gt (g)lua Bae Al o3¢) Cipan
Gilsall (laall ciniall Sl sl el nay cgalally Cudhall e diliae Ly
ay iyl & G/P=1 duall of Tangl chpmnd) (gylusall E=f(pChey) il
@lasall Cinia 1368 i) cluhall 8 laslaie) 5 A ((3) Jsaall 4anas L
i) iy alsll el ) s e Aldatl) pailiadll Jusdl 3 sl
(4) I b ase g WS

LYY g laal) Gailad o G/P i il :(3) Jsaad

Jeadl
mV/Decade

6.99-1656.11
1.99-2588.20
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260.0
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Bpanall gluall 213 o G/P L) il :(4) Jead

;g pal) s —4

Caacaly bl 3 oLl (30 100ML 381 ¢ puuall (g)laall finial) )

A3y Gy (IX107°M) S50 ol (MET.HCI) Jslae (e 52050 asan 4l

335 (el 5 s o Adadladd) o 585 b ) geay Ll 385

) o (Aila) JS ey sl (gl LR G0 (ay culiall Jslaall S5

Jaall Akl el (he A Jaall e o) 225 (E=(PCMET) Lily uhadl) 4dla)

«(E=-58.895pCyyer+483.67) Alall cilks jumnall (el Cansiys dDle 3
(5) Jsa
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i E = -58.895pC, o1+ 483.67
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275 —+
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Er
Ll
225 —+
175 —+
125
1 3 PCuer 3 7

DBPH ¢ala aladials jasal) G MET gpual @bl Hadal) :(5) o)
comse s WS jumad) (gpuall 40 Jery ) sl adl) Jlaad) saa

o) 5 gyl Jeleays ¢(0.99-2588.20UM) Gale s OIS Cua ¢(5) JSall é
.0.9991

radsl) aa -3.3

Ol (5) S (5ladl il e i) ol adiadl ol wlil) 2o

sl wlis il 13 iid) Jalls ((E=0.3345 pCyer+125.99) Asladl

Kiad (58 die w3l Ll Jpeand) 25 ehbad) JSEN 83 a5 ainedl

5o (0.9143)UM I G5 ally (PCygr=6.0388) ias, (128)MV
« i)l 3 ded a5 (MET.HCI)
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s gpanal) Dlaia) () —4.3

05eS) OLEY) s ) Jyemsll DU Gl 208 ey Aplie plasiudy

Lo W3S15 Jillae 8 saand die B3] a5 OIS Cum ([11] puasall (gjbal

@yl Jal e dllyg 15S6C g5ss (MET.HCI) e (1.0- 50.0 M) o
{(6) S & ase s LS ((MET-PMAgySE) DBPH aadl

260
240
220
S 200 >0 M
£ ——5 MV
ui 180 W
/—0—0—4—0—0—0—0—0—0 -
160
140
120 =2
0 20 40 60 80

t,Sec

Odla pladi iy paaall MET J i) gpu—all Aladi il o) :(6) Jsd)
(MET-PMAs«SE) DBPH

tgpuall e —5.3

ranall (luall dplal) Giliniall Ciaw) (¥ maall ae paail

Gilpnidl e sl eiall die st Loly Gopd WS CMET saldd il
daall daf b madaly Galiadl Jpean (Jn b dendl (50) a3 pe S (g)lsall 4Ll
a5 55 fia Sy pmaall () see o 22 ) Jsad e o Y Les

A(8) Jsaad) 4y Lo 13ay Jual) Za 8 Biina it (50
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anal) gyl glal Ao Jand) ca) il :(4) Jgaad)
UM ¢ hddl Jlaal) S, mV/decade Jsl Jardl e
(MET-PMA:ySE) DBPH

0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
0.99-2588.00
1.99-2588.00
1.99-2588.00
1.99-1661.00

Lapal) o)) @l Ao Jaagll Adagan daa il Aufa -5
dulidl dedll e (2-12) Jlaadl Gava Jaugl) pH dad a0 5306 sy
Gyl jae dus ((MET-PMAgySE) DBPH sl (el  53l5ill () 5aSU
APUM 5385 MET 1 Jslas (aun cala) PH (e 3525 MET sald il
&> (0.1-1.0 M) 385 NaOH 5l HCI Jslae (e Al agan Canal &
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shall dapy die Jolaall pHy 05l a8 clals csthaddl pH AV () Jgeasl
50.0uM 5 5.0pUM S5 MET 33l e al dillas e Jaall | S .25°C
(7) i) (8 e o LS (us)de S5 JSI PH AV (5esl) Gt Crans) o

(2-8) pH A1 (e (9 (s pmaal) Jand JiaY) Jlaall ) s

300
——1uM
250
200 —o—5uM
Z
= 150 50 uM
Ll
100
50
0
0 2 4 6 8 10 12 14

pH

ranal) g puall gasll ad o pH ad AU Al 2 1(7) g8l
TR (g laall aladialy da yilal) A8, k) daag 43a L))y -6
8 Al Jiladl) (0 de gene Gyl cdajiiall 46kl daiay 48y caaas
il e agiad) ciall ADle cida S Ladiedl Jadll Jlaadl e W)
31l (E=-58.895pCgr+483.67) suasall MET 1 il gyl (g)lenll
gy e (med danll &y S Bagie 330 L(B) JSal (el
(5) Usaall b goliall glany) dallaall elya) 2ny digylall 03gy apanil) il
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1.0095 1.000

5.0228 5.000

49.5410 50.000

500.4930 500.000

1002.9629 1000.000

el (ued L gie®
O Bymnall (gylsall alatinly & Jglad)l e (MET.HCI) aaas mls J
RSD% (ssial) gamsill (5)lemall Calai¥) jslad anel Lt g s jidall 4y,Lal)
e ¢100.95% 4l R% duclajindls «1.0UM 385 Jaf o 1.78% dassl)

M.DJ:S‘ RS Z\Mj 43 .JS“%

[ etard) (gaadail) =7
¥ aall alpasius 4 (MET.HCI) yasil jiasall (gl padinl
Al cleluall s o) A8 ) e (10MQ2ML)  asbise (Jsal)
bl cide gl Gleliall gl 3558zt Ge (10Mg/2ML) JSsise
(6) Jsaall g aglsall LN Jal e lgiadla (530 Ajaad Aajidall 4y g
s ¢ madl (glusall Alasinly da el 46,0l A5lany) dallaally aatll il
il il (gylall Calad) ad DA e Aajid) A5kl daiay Ay b

sl el i) oy Laidial
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Ailgal) i antienal) LB yaatl bdal) ilis) :(6) Jgaad

I Cwmer, UM I

SD?, uM

R% | RSD%

166.5652

Jalall

166.7778

Alstl) pudanioual

10mg/2mL

166.0460

166.7778

0

‘Il s
10mg/2mL

Al (ued baugie @
gl cleliall la ol 4558 (0 10ME/2ML e Jsd b
Ailall cilelall gyl 4855 e 10M@/2ML Sle Jsud €

Biphll &y el dagll & L ol u ddlaa) Al Cusal

e sl Juis ([14-12] F-test s t-test cpyia¥) Gluay @lldy ([2] duma sl

(7) djd_aj\ dAa g 9 \'AAJ cL'):\'.'\LJH\ O JSJ.\ ng.\’.c é)ﬂ A9 pdc

L pally 4o jikal) 48 hally Auilgal) Cpuantivial) & (MET.HCI) waas :(7) Joaad)

[2] domapall 48y at) © | da jgial) 48, k) Hlsal) puaniuuall
99.73+1.057 | 99.8740.743 | R%z=SD? .
0.4654 0.6198 t-test’ aliza

2.0238 Ftest® | 10mg/2mL
08.77+1.366 | 99.56+0.986 | R%z=SD o
2.0134 1.6966 t-test e
1.9163 Ftest | 10mg/2mL

30

dylad Gued i @
16.26 Asaaall F dafis 2.776 alsaaall t dad 9590 45 ang Ay cilags apf dal (e b
Agilsall cileliall (s ol 45,8 (0 10ME/2ML Jbe Jsuld €

Al cleliall gl 45,8 e 10Mg/2mL ke Jswl d

ol o aaixi (USP34) (el Apsl) [sies (e Badine dmaje dblas A5k @
-309NM zge Jsb die )6l<5 0 dualy oIS ginall Balal Jpuall (aliaia¥) Caidall



ol i d Gl AN ae 2022 ale 14 3l 44 Alaal) o) Aealy Alas

Gluagilly clalitiuy) -8

Babol gl paail Gl 13 8 AagiEd) bl Akl )
Y a3l dear LilaaS Aaadl) (sl Asmne (s Al w00
s DA (e dsially sl aliss)y Al dbladl (MET-PMA)
el (g)lmall ahai¥ly ()lmall CahadV) 2 PlA (e d8ally Gand) daela i)
sl

wabpslSgiall ggind A¥ana Clpasiue oo diphll b2 Guli &
Alpaal el Gace ml) CulSs LS 5 8 a)slS s e

Gl gadl gl A¥aa JE1 o dagidl daplll Gully as
ABL el
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