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ABSTRACT

A simple , rapid and sensitive spectrophotometric method for the
determination of aliphatic amines was developed .The method is based on
the proton transfer reaction using 3,5- dinitrosalicylic acid (DNS) reagent
in basic medium forming colored products with maximum absorption at
415 nm .The molar absorptivity ranged from 5100 I. mol*.cm? for
tributylamine to 12000 |. mol2t.cm? for dibutylamine .The method is

obeyed Beer’s law over the concentration range (0.12-12) ug.mlt.The

accuracy ( average recovery ) is 99.73% and the precision (RSD) is less
than 4.50% .This method is applied successfully for the assay of
ethanolamine and ethylenediamine in their pharmaceutical preparations .
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icliay (analgesic) Sl dusV¥) aviai 8 ASll) ClueY) cwodiul &l
) guelal) i€y il geall
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(D kil sladl sille 100 ) JeSs 3 Jslaadl Geilay
Ccalg) el Jeithl dida Julas
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gl pabiaial (b agaaguall sy nn Al 56 (1) Jgaad)

Volume of NaOH 5x10 M (ml) | 0.0 | 02 | 04 | 06 | 08 | 1.0
Absorbance 0.047 | 00.06 | 0.127 | 0.132 | 980.0 | 0.066
Final pH 5.90 6.55 7.07 7.65 8.81 9.29

a9 L_.SJ\}I}“ 3 _10 X5 ‘):\Sj.'u uﬂf)}ﬂsj);}@j\ Uaala Z\ALal ‘):f.'mij ELA\)J I~ SUAS
el Jeasiol) gl (2) Jsaal
) abiaial (B el glSg ugl (aala dbla) il (2) Jgaad)

Volume of HCI 5x10° M(ml) | 00 | 0.2 0.4 0.6 0.8 1.0
Absorbance 0.046 | 0.017 | 0.013 | 0.009 | 0.004 | 0.012
pH Final 590 | 5438 794. 734. 4.67 4.61

Aol aie G delall ol galaaiad el of (2) (1) calsaadl (o gy
GV ey ddide dalaie Jilas ladials lewss daphll sale) o3 131 L 7.65 duadlal)
Bl Geg @il palaaid e layih Al Gampd 7.65 ) dgles duadls
13 0Sall ) aliaial e 355 Y dadaiall dallaall o ang (3) Joaadl b daiasall
A el b aleiiad &
Sl galaia) A dalital) Jullaal) Ll (3) Jgaad)

Buffer solution (0.6 ml) Absorbance
ammonium chloride Ammonia, 0.059
Sodium carbonate , hydrochloric acid 0.018
Sodium dihydrogen phosphate , disodium hydrogen phosphate 0.032
Sodium bicarbonate , hydrochloric acid 0.029
Sodium tetraborate , boric acid 0.080
e fedl | Ll

e S (ke 0.6) WLl (s¥a > 10 X 5 355 selsil) elsil pans Ll

(pll/ahes Sl 4) Gadl L —N e Dgldie 3815 oo Dgla Al I o)l
ool g sl eladly aaall JuSly (ille 1.0) DNS casllll e &3t ileS gas
dpslun el o ngs (4) Jsaall 5 3283 20 )90 200 Abjal) Bya dap die (aliaial)

- AU Cylaall 8 aadial dale g agnigal) S 0 aladiuly cals

Oslall ) paliaial b s gl LSl (4) Jgaad)

Base (5 x 10° M) Absorbance
Sodium hydroxide 0.134
Potassium hydroxide 0.099
Sodium carbonate 0.135
Sodium bicarbonate 0.097
Ammonium hydroxide 0.147
Sodium acetate 0.087
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3.0 L1 0.5 o Cngld e 10 X5 5 aisad) 22S5)0 Jslae 0 5305

AR 20 gye 2y Abyall Bha dapy die bl 23 lakall sladl aaall JeSly sille
paid G el Jaua —N i B JieY) g il 2.0 aaal) of (5) sead) s

» AU oyl a
S (B agigad) Mg un duaS Ll (5) Jgaad)
Volume of 5x10° M NH ,OH (ml) Absorbance
0.5 0.133
1.0 0.157
1.5 0.174
2.0 0.199
2.5 0.140
3.0 0.084
8 %) ) zalil) (eSS 8y

oo Jilie IS4 (gl dolaally el diaSa =0 o (golall sl dlalas o
dibide A yha claye 2o asigal) MuSor0e sy (Ll 1.0) DNS ekl
Bl da de dowbes Jeb oo sl @3l of colal cadl 8, (°a 50-0)
sabaial) Tay s 428y 80 saal Ll aug 3583 10 00685 (a3 (2 30 ) dajal
Neale Jseanll o5 (A @30 miag (6) sl 5 (e
ol Okl @I (e (sa) B Bl daja Ll (6) Jsaad

Temp Absorbance / min standing time
(C°) 5 10 20 30 40 50 60 90 120
0 - 0.204 | 0.194 | 0.193 | 0.185 | 0.170 | 0.161 | 0.134 | 0.130
Room temp | 0.207 | 0.200 | 0.200 | 0.200 | 0.200 | 0.200 | 0.200 | 0.200 | 0.193
40 _ 0.173 | 0.145 | 0.129 | 0.112 | 0.095 | 0.074 | 0.062 | 0.054
50 _ 0.165 | 0.144 | 0.128 | 0.105 | 0.090 | 0.052 | 0.011 _

gl abaial Ao DNS aalsh) 55 il
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3710 % 1 5S801 55 (e 3.0-0.5) DNS  Catldll Jylas (yo idline apan s
Ol JaSa - paes ‘;é EAY 2 il 2.0 (m..;;“ Cj (7) Jgaall T8 S
Y ENS N[NNI PN | g JPLER WY

W palaial 8 DNS Jglae Luas 150 (7) Jgaad)

Volume of 1x10°M DNS (ml) Absorbance
0.5 0.099
1.0 0.201
15 0.210
2.0 0.230
2.5 0.193
3.0 0.060

badaa Aladl) sgall 86
AlE s drwbaall 3005 A ab Al Qlatl) b Ladac Alladll algal) plasial o
5 Aasd) Ladas Al dsdd) (o soatie Cilial a0 Ay 8 13gly Lhimay)
Lo dlladl) Dgall 5elS axe (8) Jpandl b Ll ilil) Cinag) 5 Lalludly ddalaial

c A plaall A aadnd ol adde g Agplall dusles (pead
Ca) Jouih —N ol b Ladas Alladl) sfgall 450 (8) Jgaad)

Surfactant Absorbance

Cetyltrimethylammonium bromide (0.1 %) 0.190

Sodium dodecyl sulphate (0.1 %) 0.133

Starch (1.0 %) 0.228

Triton X-100 (1.0 %) 0.196

Tween 80 (1.0%) 0.179

Without surfactant 0.230
w0

il ) Galaaial 8 ddbaall Akl @l Gludd) e 2o 0 duy &

sl alazid o (9) Jsad) 8 Al FEG a5 lla 8sSall Bl g kil

Laslun (535 Jiase Osle @il e Joaal) N ool Caailly cue¥) 5 CadlSll cadaS
LAY Cludall ae d3jlae dalaiB) died (e Slad Al
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n-Hexylamine 4 pg /ml DNS 1x103 M (2ml) Final Diltion Absorbance

Methanol Methanol Methanol 0.112
Ethanol Ethanol Ethanol 0.134
Propanol Propanol Propanol 0.126
Water Methanol Methanol 0.125
Water Ethanol Ethanol 0.147
Water Propanol Propanol 0.138
Water Methanol Water 0.196
Water Ethanol Water 0.200
Water Propanol Water 0.195
Water Water Water 0.232
Chloroform Chloroform Chloroform Turbid

ALY Jeadest il

Okod) 5 a0l @bl palaial (gl dila) duds il Ay dal o
A g8 IV Gl o digaall i) e angd (10) Jsandl (3 daagall Dbl
Aaad) Claill 40l ade p palaial il (sle g3l (Sl
ALY el i (10)Js2a

Reaction components Order number Absorbance
S+R+B I 0.200
S+B+R 11 0.230
R+S+B 111 0.219
R+B+S v 0.284

S =n-hexylamine , B= NH,OH, R=DNS

DNS  xe gl douas —n Jelinl i) cagylall Ay b crad ) gty danyhallig
Cans @AY Lalal) luaY) delal ) Gigylll dus o, Slel b 5ysSll
lede sl @ 3 Bl gyl adle (11) Jsaal

Al dxisal) SliSpal) palil Aal) Cig ) gadla (11) Jgaad)

Development Stability AFlmcrjr;g?(:g;n DNS
Compound ™™ time period Y 3 1 x 10'3 M
(min) tlme 5x10 M (mI)
(min) (ml)

n-Hexylamine 10 80 2.0 2.0
sec-Butylamine 15 35 1.5 2.0
Dibutylamine 5 45 1.0 1.0
Tributylamine 10 30 2.0 0.5
Ethanolamine 10 30 1.0 1.0
Diethanolamine 10 40 2.0 1.0
Triethanolamine 20 30 2.0 2.0
Ethylenediamine hydrate 5 45 1.5 2.0
1,5- Diaminopentane 5 35 2.0 1.5

* *
A max =415 nm Room temp.
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AU ) o) Ll ciliaially bead i
S (11) Jsall s Al a8 Lold¥) clua] il JBal ol e Tslael
el clua) ddlas g US e sille/alie Sl 100 385 e Bul5ie agaa ddl)
o Aamsaly L) A ibae i Guns ille 25 dew ueas i degena )
DNS Caslsll Jglan (e JS1 il claall e Sl o3 ggiad 31, (12) Jssal
Wladl ) capdanll den diglall mlgill paliaial Gulds & agaise¥) 2S5 )28 Jslaas
py DA a5 Appeall Olad) e Jisagili 415 apall Jobl) sie il oLl
3535 (2) IS memps Aol cliaidl Lo Jyeanl) 8 S Wie paloia)
oo Lube Uhas) @dllin oly Gslal) Ul Galiaialy Gaal diaSa N 585 (g dphas Al
o Ldal) doyoadl) agaall ey (g3l
)

i) alSyll (Limits of detection, LOD) il s Gl a3

aladiuly
¢ Al

CLOD — 368

@3l Jslaall ol AN = o8
abidl) iaial) Jua = S
Slle/abe s Sike 0.0820 5 el s A llefabes Sile 0.0145 G cngl )
- (12) Jsaall Gl Jiig D

closidl aeal (correlation coefficient)  Llay¥) dalae pope ad cinly WS
Biliae duhd laalge ellia awlall Glosid) o) e Wilcas) Ju bae 0.99 e aS) Lualall
Rl CRAKY) 3gaag Bl ) Jalaag adafally Jually 4 ¥ gal) dualiaia¥ly (spaiil) (saal) (12) Jgaad)

Asla) aliwy)

: : Linearit Molar . *

Agr%?ﬁ;'c yrange | absorptivity | Slope | Intercept chgﬁﬁte'ﬁtn LOD
(ng/ml) | (Lmol'.cm™) (ng/mb)
n-Hexylamine 0.12-8.0 6900 0.0686 0.0103 0.9998 0.0329
sec-Butylamine 0.2-8.0 6600 0.0898 0.0142 0.9999 0.0346
Dibutylamine 0.12-7.2 12000 0.0932 0.0017 0.9980 0.0145
Tributylamine 2.0-12.0 5100 0.0276 -0.0378 0.9991 0.0820
Ethanolamine 0.2-7.2 6000 0.0984 -0.0005 0.9999 0.0629
Diethanolamine 0.12-8.0 8660 0.0825 -0.0104 0.9998 0.0170
Triethanolamine 0.2-12.0 6300 0.0420 0.0043 0.9969 0.0542
Ethylenediaminehydrate 0.2-6.4 7000 0.0898 0.0035 0.9996 0.0251
1,5-Diaminopentane 0.12-8.0 8980 0.0880 0.0120 0.9997 0.0156

* For six determination
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n-Hexylamine

Ladgail ¢pal Janah —N pafil Ll Faial) (2) Jead)
. lglblgig ddiyhal) 480
(recovery %) glajiud) & Glus DA e giilsiy daphll 4 jasd &
U ity sl oShe () Al €05 ADE (RSD) oasadll il CalpaiYly
99.73 & lasi) dus Jaee by 3], a8y 3 dayhal) of (13) Jsanl 8 daasal
. %4.50 (30 i (RSD)  canalll caslidll Calai¥) &Ly 3 2n 3853 l3g %

Ciliaal) sl \gBblgig huyhal) 483 (13) g2l

Amount

Average

. Recovery * RSD *
Amine added (%) recovery (%)

(ng/ml) (%)

2.0 99.30 1.58

n-Hexylamine 4.8 100.21 99.77 0.52

7.2 99.82 0.28

2.0 99.41 0.64

. 4.0 100.02 0.26

sec-Butylamine 6.4 10013 99.85 0.19

2.0 102.02 0.91

] . 4.0 100.02 0.33

Dibutylamine 56 100.12 100.72 0.20

4.0 102.71 4.30

Tributylamine 2.6 99.13 100.62 1.00

7.2 100.02 0.55

1.2 99.13 1.59

Ethanolamine 4.0 100.02 99.71 0.49

5.6 100.03 0.21

2.0 98.52 1.13

. . 4.0 99.32 0.43

Diethanolamine 6.4 99.63 99.15 024
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2.0 97.61 1.69

) . 4.0 99.41 0.72
Triethanolamine 72 100.02 99.01 0.13
Ethylenediamine 2.0 97.90 2.69
hvdrate 4.0 99.73 99.21 0.39

y 56 100.01 ' 0.23

2.0 98.90 3.98

L 4.0 99.72 0.31
1,5-Diaminopentane 79 100.03 99.55 0.19

* Average of six determinations
. CD)atal) Ll

Slie e Ayl cDUaill 8 Wkl Cagy Lkl Ll Gasd da) o
Ligeaall AlSyall (o 22e 8l Ay 2 AVauall Ghcasied) Low Y 5 ddhis
@bl (el diisn (e b g )0l 100 pas (A& Flsadl dgag Aty il jud g Ao jill
Giaodly pall Bl Cagplall cant Ay jaddl Anlad¥) i) @lSall it dbags
Jals gl sy Alas) ) e s (14) dsaall 6 leale Jsand o5 ) 30wl

- Ay ill dogaell LSl alaeag Elsad) Jge 8

AN il (14) Jsaad

Foreign compound Fold excess added Recovery* (%)
Alanine 30 99.35
40 95.56
45 93.31
Arginine 0;5 28?'92
Leucine L 99.43
5 98.95
7 67.38
. 5 99.39
Glutamine 10 98.95
15 90.57
10 100.02
Glycine 20 96.07
25 60.04
1 98.94
Serine 5 97.97
7 94.08
5 99.42
Tryptophan 30 97.99
35 94.01
1 99.44
Tyrosine 5 98.26
7 88.07
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10 95.62

p-Anisidine 40 101.03
50 106.02

1 99.86

. . 5 97.54
p-Aminobenzoic acid 7 90.01
10 96.73

- 20 95.65
Aniline 30 92.14
10 100.04

. 40 99.32
Acrylamide 50 90.28
10 99.51

Benzamide 40 97.68
50 86.33

10 100.04

Acacia 50 99.63
60 85.67

10 100.02

Glucose 50 100.05
70 93.64

10 100.02

Glycerol 50 100.03
70 94.27

* Average of three determinations
A cliay) 2e DNS  Jold il daub dul

(e Al 0da 223 3 (Job’s method) ( 23))_‘\3.@\ Clyasl) Ayl Gaada a3
Gowanl) Caallly Aladll salall ( Algal) AnSHl Luall ddjeal Legud @ikl i
M@l e IS duhall a8 AsladV) cluel) e deide dillae jucasd a3 Gua

. (3) UK ( DNS — ) 111 Hcs

® Digthanolamine 2517 A Elyenedaning by
A Fihanolamine W15 - diaminopentane

@ Trigthanolamine

0.2 0.4 0.6 0.8 0.25 0.5 0.75

[Aliphatic amine}[Aliphatic amine}+[DNS] [Aliphatic amine}Aliphatic amine+[DNS]

DNS gz &l clina) zeilsid Spaional) cufpsil) a) (3) JSid)
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P Y OKEIL AnlaY) Asldy) Gl 2 el delil) mzua g GISaYL daag Lae

NH,R o
COOH (o]0
or SIC) ®
H OH" o NH3R or NHsz
NHR, 5
+ 2 or @HR:,,
O:N NO, or O2N NO,
NRs

b ) AL sl Jelall ()6 Al Aalay) el Ll U

COOH NO, o ®
oH OH" o M “CH,
+ HN —CH,—CH,—NH, ———> H,
N NO, N |r|:—g 2)“3/
—: D) L (DNS —cpel) 111t BgSal gyl s o
- Lo Joaall 5 Al A0 (15) sl g
@liaa¥) aa DNS guilg jhaia) ol (15) Jgaall
Aliphatic amine Stability constant * (1.mol_1)
n-Hexylamine 3.68x10°
sec-Butylamine 3.60x10°
Dibutylamine 11.70x 10 °
Tributylamine 0.48x 10°
Ethanolamine 2.85x10°
Diethanolamine 6.38 x 10 °
Triethanolamine 233%x10°
Ethylenediamine hydrate 6.05 x 10 °
1,5-Diaminopentane 9.82x 10 5

* Average of three values

L A suall cpantoeal) b cpad) U i lg Conal J BN paEs B A dal)
S dal Gey AV aall chiasiaall 8 L) QLS il daplll el

Apaldl) Aaphl) cid 8 cliladl J305 e lagliy el 3 da gl daphll ol
5 ey calsl Gl Jel) 8y e A Sl gial) 8 sadiedl A
donaladl) adsally da el dpbilanll Adhall G (Slas) audis 4)lie Cuals “ Oald e
Ol g s T Lad) aladiuly da jiaal) diphall sl Gulall Ladlay 483 (53 480l
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0.24 & culy) el ol Asall syumnion b crael JoiEN1 ol Appyatll £ dad
Ay Aa lagy ¥ % 95 4 (syie die 2,78 Lalldl Adsaall t Aed (o J
OalisinaY) sl spianine (B ae¥) S CulBY) oaEl daarl) tdad of aa
Lee dya cilags @5 % 95 48 (s5ise 222,78 Adsanll t 4ad e J3) 149 2
H(16) dsaadle dajiaall dahall ddlras e Ju

Caa) A Gl 5 Gl SN el Rulail) gad) il (16) Jgaad)

o Recovery* (%)
. Certified | Amount
Pharmaceutical
. value present t-test
Preparation (ng/ml) | Present | Standard
method method
2.0 100.52 99.61 0.24
Ethanolamine 0.91 4.0 100.33 100.42 '
oleate ' 5.6 100.61 99.91
2.0 97.80 101.42
Aminophylline 0.051 4.0 100.12 101.03 1.49
' 5.6 99.63 100.21

* For three determinations
ol
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