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[53gaal) A8y Ll digall | iad ciisd sl Balal) &
daiaall dsa/ p®
SDI/Iraq C,7H,oCIN,S.HCI 355.36 Chlorpromazine. HCI 1
Fluka C0H;NOsS 253.23 2-Nitroso-1-Naphthol-4-Sulfonic Acid | 2
Fluka CHBrNQO, 178 N-Bromosuccinimide 3
Riedel-de Hae'n HCl1 36.5 Hydrochloric Acid 4
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cpbasssl 2slssne il Jslae o da 1 Y (5%
2uSall dalall Jolaa e Joe 1 A8LG) a5 cduafalie 555500
D 2 () aasll JLasl (1X107 M) aaiisasiigag =N
Cisla (il 55 3 (g e 25 s Bana Al 8 bl s Ll
b LS illly Lgie J&I (gysaall Joladl) Jilia Jilladl) (alisital

e 138l e el 25 s Jolinll Bial) cig dal) Japlag Al
«Jefelt s Sle 500 Cilas sl 2085 50 Hlaall Jslae (e
Ll b Sles anaS Ja 25 Aaw Apena Al b 4Ll
470 asall skl v dllaall paliaiaV) Cagla 34y (Al
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(2)d J saal)
Ol LS Juadl sl (2) o>
5x10° M Reagent Variable Color Abs. | Ay DM
2-Nitroso-1-Naphthol-4-Sulfonic Acid S-B Brown 0.210 470
B-W Yellow | 0.323 363
4-Amino-2-Hydroxy-Benzoic Acid S-B Yellow [ 0.189 428
B-W Yellow [ 0.064 393
3-Amino Pyridine S-B Yellow | 0.403 338
B-W Colorless | 0.651 306
4-Amino-2-Hydroxy Sodium Benzoate S-B Yellow [ 0.139 431
B-W Colorless | -—--—--—- [ --——-
P-Amino Benzoic Acid S-B Violet 0.133 550
B-W Colorless | ---—--—- [ --—--
2-Amino Pyridine S-B Yellow | 0.244 | 341
B-W Colorless | 0.410 312
2,4-Di Nitro Phenyl Hydrazine S-B Yellow [ 0.062 408
B-W Colorless | 0.161 301

500 cbenynslS wslssnn Jall Jolae e da 1Y) 1X
—dshar - 5y 2 Cdldl Jolae e e 15 dfalie s Sile
L) aa () paall JLS)y 5x10° M clisilill aslad
b bl 25 a5 e e e 25 A dpeaa Al 8 Hhadal) Ll
LS bl «Lgia JSU gysall Jylaall Jilia Jolladl (aloaial

:(3) Jsxall
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vie alisiol haay ol gysall Jslad) o) Gea 3¢ 470 nm
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11\11 looﬁlglgzl?tg Variable Color Abs. | Apaxnm
S-B Brown 0.222 470
N-Bromosuccinimide B-W Yellow | 0.208 359
S-B Colorless | 0.737 | 323.5
Ammonium Perchlorate B-W Colorless | 0.562 338
S-B Yellow 0.029 382
Ammonium persulfate B-W Yellow | 0.623 350
S-B Yellow | 0.033 377
Potassium lodate B-W Yellow 0.638 348.5
S-B Yellow 0.319 342.5
Potassium Periodate B-W Yellow | 0.643 | 352.5
S-B | e | e | e
Potassium Ferricyanide BW | | | -
Potassium Persulfate S-B Brown 0.206 459
B-W Yellow 0.597 350.5
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J& 470 nm gasall Jshl) vie gyl Jslaall Jilie Jillaal

() dsaal b LS gl L
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LA Gl gladll
LY CaalS A ks Ay Sk Y dils Aas il
~4=J s 1= 555 il ol Jslas e Adlide apaa 33l
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Abs. ml of Chlorpromazine.HCI
ml of
500 pg/ml
Reagent . . 2
5107 B-W Line equation R R Slope
M Abs. Amax 0.5 1 1.5 2 2.5 3
Nm
0.5 0.203 | 365 | 0.054 [ 0.163 | 0.238 | 0.318 | 0.395 | 0.451 | Y=0.0079X-0.0063 | 0.9916 | 0.9957 | 0.0079
1 0.303 | 379 ] 0.068 [ 0.171 | 0.270 | 0.430 | 0.549 [ 0.655 | Y=0.0121X-0.0657 | 0.9954 | 0.9976 [ 0.0121
1.5 0.424 | 350.5 ) 0.111 [ 0.211 | 0.323 | 0.498 | 0.585 | 0.634 | Y=0.0112X+0.0025 | 0.9781 | 0.9889 | 0.0112
2 0.405 | 361 | 0.119 [ 0.228 | 0.393 | 0.535 | 0.629 [ 0.779 | Y=0.0133X-0.0173 | 0.9957 | 0.9978 [ 0.0133
2.5 0.494 | 359.5 ] 0.127 [ 0.251 | 0.376 | 0.637 | 0.687 | 0.748 | Y=0.0134X+0.0036 | 0.9553 | 0.9774 | 0.0134
3 0.511 | 363.5 ] 0.143 [ 0.281 | 0.381 | 0.543 | 0.568 [ 0.796 | Y=0.0123X+0.0232 | 0.9734 | 0.9866 | 0.0123

¢0.0134 Jualldeg el dael 5X107 Mtk gilud) mela=d—Jgisim 1= 59 5ilir2 sl Jslaa o Jo 2.5 s G Jsaad) Gaw

A @shadll B el 503 R? =0.9553 il Jalas ad 5 R = 0.9774 L) Jelae dady

1a ) paall JLaSly 53107 M el bl sl a—4-J 55
ol 25 (s e 25 Aans Apens A0 8 phaiall o Ll Ak
Jsdall aie Lgia J&I (gy5aall Jodaall Julia Jllaall (alosial

oSl Jaladl daS 0l Ay 05t oSl Jralad) das s
0.5 )alaa) dilaa) Pla G (1X107 M) dpaipeSssas N
500 cilasroslS 2yslSgsn Hliall e Je 2 ) aie (Ja 4 -

:(5) Jsaall < IXS C_qLuI\} « 470 nm @}A\ 1= gHeul2 Al Jelaa 0 2.5 gjm/ebﬁj‘élﬁ
aus3al Jalal) dgas L (5) Jsea
Volume ( ml) S-B S-W B-W B-W*
N-Bromosuccinimide | Abs. | Apxnm | Abs. | Apaxnm | Abs. | Apaxnm | Abs. | Ay nm
1107 M
0.5 | 0.453 470 | 0.471 470 | 1.383 359 1 0.034 470
1]0.601 470 | 0.621 470 | 1.316 359 | 0.044 470
1.5 0.647 470 | 0.655 470 | 1.306 359 | 0.063 470
1.7 | 0.609 470 | 0.622 470 | 0.896 359 1 0.059 470
21 0.539 470 | 0.554 470 | 0.883 359 1 0.071 470
2.510.526 470 | 0.540 470 | 0.865 359 | 0.068 470
31 0.509 470 | 0.527 470 | 0.765 359 | 0.052 470
3.5 1 0.490 470 | 0.514 470 | 0.798 359 | 0.047 470
41 0.477 470 | 0.486 470 | 0.809 359 | 0.041 470

(B- «_hiall lal) Jilie 73 gaill Jslan Galosial i (S-W) «(gysaall Jslaall (i z35adl) Jylaa Galosial ia (S-B) —:¢) 3
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1(6)dsaall 2 LS mibilly 470 nm el Jokall
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(0= 6-1) dibiss alaals M 1, 0.2, 0.1 dabas S5
50000 s 0slS 2yl am Hliall e Je 2 () gl
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Conc. HCI Abs./ml of HCI
Variable | With out 1 2 3 4 5 6
0.1 M HCI S-B 0.640 0.683 | 0.657 | 0.640 | 0.635 | 0.626 | 0.621
B-W* 0.057 0.068 | 0.074 | 0.059 | 0.048 | 0.055 | 0.063
pH 4.0 3.0 2.8 2.7 2.5 2.4 2.4
S-B 0.654 0.517 | 0.512 | 0.492 | 0.477 | 0.449 | 0.442
0.2M HCl | B-W* 0.046 0.051 | 0.044 | 0.041 | 0.038 | 0.034 | 0.037
pH 4.0 2.7 2.5 2.4 2.2 2.2 2.1
S-B 0.644 0.484 | 0.461 | 0.454 | 0.452 | 0.418 | 0.352
1M HCI B-W* 0.053 0.043 | 0.039 | 0.032 | 0.028 | 0.025 | 0.021
pH 4.0 2.1 1.9 1.8 1.7 1.6 1.5

PH=3.0 Lacaalall 3l iy 5L

B Galaial 3 sy M g0 0.1 M HCL g do 1 il o odlel Joand) e (8

) Ll caliiall Jolaall (a (Je 6 -1) ddlisg alaa) dalialy
cAllanind it 23 13 Galaia¥) ad 6 olaais )
Gilayal) 5 Al aaall Jlaaiasl 5t csaill e Bhad) Aaye il
D Bball A DB ae Ll Jsaall 8 Ll Ayl
dsaall 8 LS ilally ¢ mlall Sl palaaial (e (a3l

(7)

Jasgl) Jillae alasily Zudall oda & 5ac Bl Jawgll 585 50
1,0.2,0.14835% 385 NaOH asipall S0 gac @l
pd gl ) LS ((Je 6 -1) dibida Jlaaly M
Aellanin) (aind 3130 alsia)
pssdgeall Gl — 0.1 M i) Gaala) aliial) Jglaall il
Ll o2 codi ¢ pH=3.0 dpaslall AV cpalil (0.1 M

Ol s Bl s Ll (7) Jea

Temp B-W [ B-W* Absorbance / min . standing time

C° | 359 nm | 470 nm 5 10 15 20 25 30 35 40 45 50 55 60

15 1.013 0.063 | 0.688 | 0.671 [ 0.692 | 0.675 | 0.673 | 0.674 [ 0.635 | 0.664 [ 0.678 | 0.679 [ 0.669 | 0.674
20 1.029 0.044 | 0.689 | 0.663 [ 0.666 | 0.661 | 0.657 | 0.657 [ 0.660 | 0.663 [ 0.659 | 0.662 [ 0.667 | 0.661
25 1.063 0.039 [ 0.698 | 0.695 [ 0.687 | 0.673 | 0.687 | 0.685 [ 0.677 | 0.670 [ 0.663 | 0.657 [ 0.661 | 0.647
30 1.071 0.041 [ 0.663 | 0.665 [ 0.661 | 0.658 | 0.655 | 0.656 [ 0.651 | 0.653 | 0.647 | 0.644 [ 0.640 | 0.638
35 1.068 0.032 [ 0.652 | 0.591 | 0.552 | 0.546 | 0.540 | 0.533 | 0.528 | 0.521 | 0.515 | 0.510 | 0.509 | 0.503
40 1.022 0.036 | 0.443 | 0.450 | 0.467 | 0.475 [ 0.466 | 0.452 | 0.460 | 0.443 | 0.459 | 0.453 | 0.449 | 0.453
50 1.045 0.029 [ 0.439 | 0.444 | 0.443 | 0.441 | 0.436 | 0.432 | 0.433 | 0.439 | 0.440 | 0.431 [ 0.430 | 0.432
60 1.001 0.035 | 0.431 | 0.428 [ 0.420 | 0.418 | 0.423 | 0.422 | 0.416 | 0.414 | 0.409 | 0.392 [ 0.385 | 0.377

s3a i sl ) ) Joladll paliaiaVl ad 0585 Y Aggie dapn 25 €20 ¢ 15 o JiY) phall clas G odel Joaall o
Aysie dayd 15-25 AUl ojlal La5)hhal) ey sldie) 55131 cdidy 60 3aa) byiass s))all Cilaya

cealalaay) 4_)5.\ & d-“/fb‘.‘—_jjs:‘\-‘ 60 40 20 ?L.A;‘Y\ oA
i J&I (gpeall Jotaall i (sl il ol 5 5 Cyns
:(8) Jsaall 3 WS mitilly ¢ 470 nm el Jshal) 2ie

3¢2¢1

oLy Bans) gl A )ata) Al

s Al alaal 3al a3 sl bl Ayl Ll
dadis Ju/ahe 5 )SLS00  Giles sl aslS s pae Hlaal) (e

Ay i dus (8 ) Jsea

CConc. B-W B-W Absorbance / min . standing time

pg/ml 359 nm 470 nm 5 110 115 220 225 330 335 440 445 550 555 660

120 1.0471 00.036 00.292 00.289 | 00.292 [ 00.290 | 00.291 00.289 | 00.290 | 00.289 [ 00.290 00.286 00.289 00.286
656 704 775 880 885 990 995 1100 1105 1110 1115 1120

0.287 0.286 0.286 0.283 0.284 0.282 0.283 0.281 0.283 0.280 0.282 0.279

240 11.062 00.063 0.697 00.693 | 00.689 | 00.681 | 00.676 | 00.687 | 00.688 | 00.688 | 00.684 00.681 00.680 00.683
656 704 775 880 885 990 995 1100 1105 1110 1115 1120

0.681 0.679 0.676 0.674 0.668 0.666 0.664 0.661 0.659 0.663 0.664 0.665

460 01.073 00.059 00.809 00.804 | 00.801 00.798 | 00.801 00.803 | 00.808 | 00.810 | 00.804 00.803 00.811 00.801
656 704 775 880 885 990 995 1100 1105 1110 1115 1120

0.793 0.787 0.784 0.781 0.782 0.780 0.775 0.774 0.779 0.784 0.781 0.782

bl 3 any Las Lull) ALy 43S 558 ay ¢ A3y 120 saaly dyfise 0585 (pslal) qlil] Galiaial) o of odlef Jsanll oy
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(9) Isaall LS mibally ¢pslall bl i e L) Jualuss 80 Al 1) plal) bl cilisSa Al Judad il

Oslall ) clista Al Judus a5 (9) s

Order Order of Absorbance *
Number addition Color | S-B470 | S-W 470 | B-W 359 | B-W 470
nm nm nm nm
1 D+R+O+A | Brown | 0.701 0.709 1.027 0.063
2 D+O+R+A | Brown [ 0.315 0.327 1.037 0.056
3 D +R+A+O | Brown | 0.264 0.281 1.041 0.047
4 D+A+R+0O | Brown | 0.233 0.247 1.024 0.049
5 D+ O +A+R | Brown | 0.083 0.113 1.033 0.051

A uladl) b ealaie] 13 Galiaiol dad el Jhel (1) L) Juls of Jyaal)

Ol bl Galiaia) o) el el o) o3lel Jsaall
ohgiy 4l yadyly ¢ 470 nm gl Jskall 2 0.705 a4
A Colaall 8 saldie )y (e JuadlS o)lia) o5 cdipans pae
o O LS Gy lall 1 adall il ilgdl) palaiad) Cina

g5 Ll Auhal s glal) @uldl o cdpiall g led il A
G LY 30 a5 gLl bl palaaial e o)
(10) Jsand) b LS ibidllge Bl Cag yLall

aslal gl o cbylall g5l il s (10') Jsan

:( 11 ) Jsaal) No. | Solvent AbS. | Apax DM
1 Ethanol [ 0.396 470
2 Acetone | 0.186 470
3 Methanol | 0.521 470
4 Water 0.705 470
AR Jelill  tall cagplall (11) Jyaa
Experimental Conditions

1 Drug : ( Chlorpromazine.HCI) 500pug/ml 2 ml

2 Reagent: (2-Nitroso-1-Naphthol-4-Sulfonic Acid) (5><10'3 M) 2.5ml

3 Oxidant : (1x10” M) (N-Bromosuccinimide) 1.5 ml

4 Acid: 0.1 M HCI 1 ml

5 A max NM 470 nm

6 Temperature ( C°) 15-25 C°

7 Solvent Water

8 pH 3.0

((2) JSally (12) Jsanll b LS ity

Cstal) il gl alaia¥) cigh ad (12) g2

Variable | S-B| S-W | B-W | B-W
Abs. [ 0720 | 0.824 | 1.164 | 0.081
Wavelength 470 470 359 470
] _'_._H_‘-‘HH":'-- . (2]

Cslall il gl palaiay) cigh ((2) JS4

inie O e tiall gy Ll (s LY Ay JLaS)y ¢ Je
60 10 G 385 s2e (B s 05LE pda 5ladll
Julee das ¢ R=0.9963 LloyV) Julea dady «Jofale s Sl
e alay) aig ¢ 0.0262 Jsall daiis ¢ R™= 0.9927 sl

asaa 38T a3l Splaal) Hate Mty Saainal) Jaad) 43y
60 10 e Sl Jia ) Je 3 (0.5 (e 325

Ol 0 2slS s Hliall Jsdae (e dsfab s Sile
25 G daeaa L8 (e dldu ) gilaals dafahe s 5500

180



2018 Jydl 39l 1817 / iy yaii dirols — osledl dulial SN golelly Jobl glysll socijoll

(4) 5 (3) oSl i LS gt

g M "Use il 9310.43 cualys 4y Vsall dpalisiaY)
o[ e 5Sle 0.0382 cralis Jul A0 dad alay

ebidl) Bplaall dade Cish (3) A Jei

e i AR - O
R = D.ODET

RewEan

As

o -

‘__.'_--'l""'

-

-
-

-

e )

Ban
L

.

e = i i
e

i) plaall inia (4) JS4

((13) Jsaadl b e s LS eililly Biall cililia) crach :dasihall Ay phal) Agabgtg 43

Aablgally a0 (13) dgss
Conc. Present | Conc. measured | RSD RE Recovery
ug/ml ug/ml % % %
20 19.62 2.8912 | 2.294 102.294
50 49.75 2.4544 | 2.0436 | 102.0436
60 60.15 1.7990 | 1.4686 | 101.4686

Aal Gga il 325 (1X107 M) sy oyl LK s
S A Aml 4.5 0.5 G zsbB lEall (e AdlEa alasd
5 ml Y fena 3B JS b aaal) JSI 5 25 Ml dass Agena
Cagydall s L) JLaS) a5 laaayy CadlSl Jylas (4
@sall Jslaall Jilie Jolaal) (aliaial (b 25 o5 (e il
101 oo Bl & of o 3« 470 nm asall skl 2ie
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s Ak (15) Jsa

No. | VmID | VmIR | VmID/VmlD | Abs.
+VmlR
1 0.5 4.5 0.1 0.068
2 1 4 0.2 0.143
3 1.5 3.5 0.3 0.186
4 2 3 0.4 0.253
5 2.5 2.5 0.5 0.299
6 3 2 0.6 0.266
7 3.5 1.5 0.7 0.238
8 4 1 0.8 0.208
9 4.5 0.5 0.9 0.144
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Conc. Present | Conc. measured | RE% | Recovery
pg/ml pg/ml %
10 9.9478 -0.522 | 99.478
20 19.9868 -0.066 | 99.934
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A yiial) 45y k) %&(19) Jdeda

No. Analytical Present Literature Literature method [34]
Parameter Method method [33]
1 Reaction Oxidative coupling Oxidative coupling Oxidative
coupling
2 Reagent 2-Nitroso-1-Naphthol-4-Sulfonic | 3-methyl-2-benzothaiazoline P-Bromoaniline
Acid hydrazone hydrochloride
3 Oxidant S Ammonium Ammonium ceric
N-Bromosuccinimide L
ceric nitrate sulfate
4 Solvent Water Water Water
5 Color of the dye Brown Blue-Green Violet
6 Beers Law 1I_{ange 10 -60 225 2530
pg.ml
7| Molar Absorptivity 9310.43 8170 6573
(L.mol ".cm ")
8 | Sandel Index pg/cm’ 0.0382 _ _
9 pH 3.0 _ 1.8
10 Temperature C° 1525 25 25
11 A max(nm) 470 690 553
12 L.O.D pg/ml 7.38x1077 0.0589 0.1361
13 Nature of the dye 1:1 1:1 1:1
14 Pharmacegtlcal Tablet Tablet Tablet
Preparation
15 R’ 0.9927 0.9950 0.9982
16 Slope 0.0262 — —
17 Stabllhty 120 . 60
(min)
19 Media 0.1 M HCI HCI H,S0,
s« 470 nm s paliaial oY agall Johll oS5 ¢ i claliiiaN)

Aady cdofobesfilbe 60 —10 385 e A s sl
Vo dady o Tdse . 5 9310.43 V) daliaiay)
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s Y ol Uadlls ¢ % RSD = 2.8912 jolam ¥ sl
[ ehe 55 7.38x107 il aa dags « % RE = 2.294

. R=0.9963 Lls,¥! Jalae dadis «Je

[1] The Merck Index. 12™ Copyright by Merck Co.,
Inc. Whiteho, (2000), CD Rom.

[2] British pharmacopeia. The Requirements Of the
5™ edn. of the European pharmacopeia, (2005), CD-
Rom.

[3] Ross, J. and Tarazi, I. (2006). Pharmacotherapy of
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Spectrophotometric Determination of Chlorpromazine Hydrochloride in

Pharmaceutical Preparations by Oxidative Coupling Reaction
Marwan Thaer Jalal , Mohsin Hamza Bakir
Department of chemistry, College of Education for Women, Tikrit University , Tikrit, Iraq

Abstract
A simple, rapid and sensitive spectrophotometric method for the determination of trace amounts of

chlorpromazine hydrochloride in aqueous solution is described . The method is based on the oxidative coupling
reaction of chlorpromazine hydrochloride with 2-nitroso-1-naphthol-4-sulfonic acid reagent in the presence of
N-Bromosuccinimide in acidic medium pH=3.0. to from an intense brown color product water soluble which
then was stable for 120 minutes and exhibited a maximum absorbance at 470 nm . Beer's law was obeyed over
the concentration ranges of 10— 60 pg/ml, With a molar absorptivity of 9310.43 L.mol™.cm™, Sandal index value
of 0.0382 pg/em’, RSD%= 2.8912, RE% = 2.294, the limit of detection is 7.38x107 ug/ml, R=0.9963. This
method has been applied successfully for the determination of chlorpromazine hydrochloride in pharmaceutical

preparation.
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