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Browse: British Pharmacopoeia 2009
British Pharmacopoeia Volume | & I
Monographs: Medicinal and Pharmaceutical Substances
Methenamine

Methenamine

General Notices

(Ph Eur monograph 1545)
-

N =N
5

CeHioNy  140.2  100-97-0

Action and use
Anti-infective.

Ph Eur

DEFINITION
1,3,5,7-Tetraazotricyclo[3.3.1.137]decane.

Content
99.0 per cent to 100.5 per cent (dried substance).

CHARACTERS

Appearance
White or almost white, crystalline powder or colourless crystals.

Solubility
Freely soluble in water, soluble in ethanol (96 per cent) and in methylene chloride.

IDENTIFICATION
First identification A.
Second identification B, C, D.
A. Infrared absorption spectrophotometry (2.2.24).
Comparison methenamine CRS.

B. To 1 ml of solution S (see Tests) add 1 ml of sulphuric acid R and immediately heat to
boiling. Allow to cool. To 1 ml of the solution add 4 ml of water R and 5 ml of acetylacetone

©Crown Copyright 2006



reagent R1. Heat on a water-bath for 5 min. An intense yellow colour develops.

C. To 1 ml of solution S add 1 ml of dilute sulphuric acid R and immediately heat to boiling.
The solution gives the reaction of ammonium salts and salts of volatile bases (2.3.7).

D. Dissolve 10 mg in 5 ml of water R and acidify with dilute hydrochloric acid R. Add 1 ml of
potassium iodobismuthate solution R. An orange precipitate is formed immediately.
TESTS

Solution S

Dissolve 10.0 g in carbon dioxide-free water R prepared from distilled water R and dilute to
100 ml with the same solvent.

Appearance of solution
Solution S is clear (2.2.1) and colourless (2.2.2, Method ).

Acidity or alkalinity

To 5 ml of solution S add 0.1 ml of phenolphthalein solution R. Not more than 0.2 ml of 0.7 M
hydrochloric acid or 0.1 M sodium hydroxide is required to change the colour of the indicator.

Free formaldehyde
Maximum 50 ppm.

Dissolve 0.8 g in water R and dilute to 8 ml with the same solvent. Add 2 ml of ammoniacal
silver nitrate solution R. After 5 min, any grey colour in the solution is not more intense than
that in a standard prepared at the same time and in the same manner with a mixture of 8 ml
of freshly prepared formaldehyde standard solution (5 ppm CH,O) R and 2 ml of ammoniacal
silver nitrate solution R.

Chlorides (2.4.4)
Maximum 100 ppm.
Dilute 5 ml of solution S to 15 ml with water R.

Sulphates (2.4.13)

Maximum 100 ppm, determined on solution S.

Ammonium (2.4.1)
Maximum 50 ppm.

Dilute 2 ml of freshly prepared solution S to 13 ml with water R. Add 2 ml of dilute sodium
hydroxide solution R.

Heavy metals (2.4.8)
Maximum 20 ppm.

12 ml of solution S complies with test A. Prepare the reference solution using lead standara
solution (2 ppm Pb) R.

Loss on drying (2.2.32)

©Crown Copyright 2006
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NIKOTINIKO OZY

Acidum nicotinicum

OO0OH

CsHsNO, M, 123.1

Hanaptaxrlkétnta TOL VIKOTIVIKOU 0E£0g o0& muptdivo-3-kapBoluAlko

0 L4 ’ ’. ¥ / - ’ 1

Sév €V TpENEL va elvan pikpdtepn and 99,59, ovte peyaivtepn and 10 100-
(4] ’ [ Y 1

uvapo tov 100,5%;, vroroyiopévn pe avayoyn otnv Enpavbeioa ovota.



XAPAKTHPIXZTIKA

Agvkr), kpuotaAlikn KOvig, dtaAvti o€ [Eov Uowp Kal ©
KOOAN, péTpla S1aAvTy 610 VEPD, MOAD AiYO SLUAUTN GTO %2LPOGOPUIG.
npaktikd adidAvtn otov aBépa. AtaAvetal o€ apatd draitpata avfpax:-

KOV aAkaAloV Kat VIPOLEISIOV TV AAKUAI®Y.

TAYTOITOIHXH

O éAeyyos tavromoinong B uropet va rapaieipbel eav yivovv ot éreyyor
A ka1 I'. O éieyyos tavromoinong I propei va napaieipietl sav yivouv o
EAgyyol A kat B.

A. Inueio éeng (V.6.11.1): 234 °C éwg 240 °C.

B. 'Eleyyxos pe dacparopotopetpia vrepuBpou (V.6.18). Ta upénota
anoppodnong 610 ddopa g eEeTAlOHEVTIS OLOTIAS AVTICTOLLOUY WS TPOS
™ B€om Kot TN OYETIKT £VTAOT PE EKEIVA TOL DATUATOS VIKOTIVIKOU 0ZE0S

XOA.
I". Iepinov 10 mg ovoiag Sradvovrat oe 10 ml vepov. Te 2 ml tou Srahvpa-

170G avTov mpootifeviar 2 ml Sradvpatog Bpmpoxvaviov (A) xa 3 ml da-
Abpatog avidivng (A) 2,5% wo. To piypa avaxiveitan. Epdaviietat xitpt-

| VO Y pOuaL.



EAEI'XOI KAGAPOTHTAX

Tvuyyeveic oveiec. 'Eleyyog pe ypopatoypadia rentng  otiBadag
(V.6.20.2) xpnOIHOono1dvVTaS 0G LALKO eNioTp®OoNS Tiiypa 0£e1diov Tou tu-

pttiov GF 154 (A).

AwdAvpa eA€yyov. 0.5 g eEetaldpevng ovoiag dtahvoviatl 6e vepd, To dud-
Avpa Beppaivetar eAadpd edv gival avaykaio, kKat apatdvetal ota 25 mi pe
ToV {810 dtaAvTn.

AwdAvpa avagopds. 0,5 ml tou dtaAvpatog eAéyyov apai®@vovial ota
100 ml pe vepd. :

TomoBetovvtar ywpiotd otnv nhdka 5 ul and xkabe didivpa. Axorouvdet
avantuEn péypt vyoug 15 em, XpNowonot®vtag piypa S dyxkwv vepov, 10
OYK®V Gvudpou pupunkikot o&gog (A) kat 85 dykev mporavoing (A). H
mAdka Enpaivetat otoug 100 °C €wg 105 °C ywx 10 min kat e€etaletal 10



o bt 1879
NIKOTIVIKO 05V

vreptddes dws, ota 254 nm. Kappla kxnAida ot0o 1 poputoypddnpe tou
SMAAVHATOS EAEYYOL EKTOG @O TNV KUPLU, OEV TPENEL VUL EIVUL EVIOVOTEPT)
and TNV KNALSU 6TO XPOUATOYPAGNUU TOL SLUAVHATOS avadOpUs.

X opovya (V.3.2.4). 0,25 g ovoiag dwwAvoviul oe vepd pe Oéppuvon oe
vdatorovtpo Kat akoArovbel apaimwon ota 15 ml pe tov id1o daivtn. To
SAAVHA AVTATOKPIVETAL OTOV EAEY YO oplov yiu T xAoprovya (200 ppm).

Bapéa pétrarra (V.3.2.8). 1,0 g ovciag ocvpdowvel pe tov €reyyo I tou
opiov yia ta Bapéa pétaiia (20 ppm). To npdtuno nupackevaletul ypn-
owonotwvtag 2 ml rpotvmov StaAvpatog porvBdou (10 ppm Pb) (A).

Anoraia kata v Snpaven (V.6.22). 'Oyt peyarvtepn und 1,0%,. O npoo-
dopiopos yivetatl o€ 1,000 g ovoiag pe Eipavon atouvg 100 °C g 105 °C

via | h.

Oeuxn tédppa (V.3.2.14). 'Oyt neprocdtepn and 0,1%,. O npocdiopiopds
vivetat oe 1,0 g ovolag.

[TOZOTIKOX ITPOXAIOPIEMOX

0,250 g ovoiug Siahvoviar oe 50 ml vepov. Extereitat OYKOHETPN O HE
0,1 N vdpoZeidio tou vatpiov, Lpnoponotwvias og deiktn 0,25 ml draiv-
Hatog daivorodpBareivng (A) péxpt va tupovsiacdei pddivo xpopa. Exte-
AelTan Kut TuhAOG TPOTdLoPIopOC.

I'ml 0,1 N vépoeidiov tou vatpiov twodvvapel pe 12,31 mg CaHsNO,.

AIATHPHZIH

Awatnpeital Tpostatevpévo and 1o doc.
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NikoTIvapidto 1875

NIKOTINAMIAIO

Nicotinamidum

R

CeHgN,O ® M, 122.1

H nepiektikotnta tov vikotvapidiov oe nupidivo-3-kapBofapidio dev
MPEMEL va eival pikpdtepn and 99,09, ovte peyalvtepn and o 100dHvauo
tov 101,07, vroroyiopévn pe avaynyn otnyv Enpavbeioca ovoia.




XAPAKTHPIXTIKA

A€UKT], KPUOTAAALKT] KOVIG 1] dY pOHOL KPUGTAAAOL, acBevOUg Y ApAKTT -
PIGTIKTG OOUTG, EUKOA 31aluTd 610 vepo Kat TNV atBavoin, Alyo 81aAvTO

o€ YAwpodoputo Kat atfépa.

TAYTOIIOIHXH

O gAeyyos ravtomoinong B uropel va napaierdpbei av yivovv ot éAsyyot A,
I'kat A. Ovédeyyor I' kat A uropet va rapaieipfouvv va yivovv ot EAeyyol

A kat B.
A. Znpeio mi&eng (V.6.11.1): 128 °C énc 131 °C.

B. 'El:syxog ue ¢aqpa10¢mrouarpiu vrepvBpov (V.6.18). Ta péyiota
anoppodnong oo ¢ac{pa ™G eCeTalOpeEVNG OLOTAG AVTIGTOLXOVY O TPOC
™ Béon xat ™ oyxetikn EVTOOT UE TA HEYLOTA GTO GAOHA TOL VIKOTIVaL-

diov XOA.

r .'0,1 g oucias Céetar pe 1 ml apaiod Stadvparog vdpo&erdiov tov va-
Tplov (A). ExAvetar appwvia mov avayvopiletat and v oour.



A. 2 ml drah l'rpuro A (BA. 'EAgyyot huﬁapdmm ) ApaiOVoVTUl ot |00 m]
e vepo. Ze 2 ml tov drarvpatog tpootiBeviar 2 ml dtaivpatos Bpmpokyg-
viov (A) kat 3 ml drarvpatog aviAivig (A) 2.5 p/o Kat T0 GUVOAO avaki-

veltal. Epdaviletal KiTpivo ypoua.

EAEI'XOI KAGAPOTHTAL

Awgivpa A. 2.5 g ovoiag dtaAvovial o vepo erevBepo droEe1diov tou Gv-
Opaxa (A) Kat t0 dtaAvpa apatovetal ota S0 ml pe tov (310 drarvTn.

Epdpavion tov draidparos. To diaivpa A elvar dtavyeg (V.6.1) kat oyt gv-
TOVOTEPA % POUATICUEVO antd 1O dtdAvpa avadopas BY,; (MéBodoc II,
V.6.2).

pH (V.6.3.1). To pH tov drtadvpartog A eivat and 6.0 £wg 7.5.

Luyyevelc oveiec. 'Eleyyog pe ypopatoypadia Aentrig otiBadag
(V.6.20.2), xpnoiponoi®viag ©g LAIKO eNICTPOONSG THYHa oEeldiov Tou
nupttiov GF,s4 (A).

Ataivpa eréyyov. 0.4 g g efetalopevng ovoiag Staivovtar oe piypa
oWV OYKOV aAKOOANS (A) Kat vepov. To diddvpa apatdvetar ota 5,0 ml pe
70 (010 HiypHa S1aAVTOV.

Awdivpa avagpopds. 0,5 ml tov SoAVHATOC EAEYXOL QPOIOVOVIOL OTQ
200 ml pe piypa icwv 0ykwv arkooAng (A) kat vepov.

Ltnv mhdka tonoBetovvtal yopiotd S ul and kdbe Sdivpa. To xpopa-
toypadnua avantiooetar péxpt Vyoug 10 cm ypnoponoidvtag piypa 48
Oykwv yropodoppiov (A), 45 dyxov abavoing (A) ko 4 dykev vepov. H
nhdke adrvetar va oteyvdoer kat eEetdleTar oe umepddES PG, OTA
254 nm. Z10 ypopatoypadnua tov Stalvpatog eAéyyou, Kappio knAida
EKTOG and v kipra, dev elvar evtovdétepn and v xnltﬁa rov divel 10
oudivpa avadopas.

Bapéa péraiia (V.3.2.8). 10 ml Siahvpatog A apardvovtal ota 15 ml pe
vepd. 12 ml tov dlaAbpatog avianokpivovtal otov EAeyyo A Tov 0piov Yl
ta Bapéa péraria (30 ppm). To npdtuno SidAvpa tapackevdletal xpnot-
ponouwnvtag npdtuno didaivpa poAtBsou (1 ppm Pb) (A).

Andhrewn kata my Efpaven (V.6.22). 'Oy peyarvtepn and 0,5%. O npoo-
dopropds yiverar oe 1,00 g ovoiag pe Exjpavon urd kevo ent 18 h.



1877

Nixotiviko o&v

Osuxij tédppa (V.3.2.14). 'Oyt nepiocotepn ano 0,19. O nposdropiopog

yivetat o€ 1,0 g ovolag.

MOXOTIKOX ITPOXAIOPIEMOX

0,250 g ovoiog Srtalvovtal og 20 ml avudpov o&ikov o&€og (A), Bepuai-
vovtag fma av xpewaoctel, kat tpootifevrar S ml ofikov avudpitn (A).

Extedeitar pun vdatiky oykopétpnon opyavikov Bdcewv (V.3.5.5) pe
0,I N vrepyrmpiké oy, ypnoiponoidviag StdAvpa KPLOTAAALIKOL 1®-

doug (A) wg deiktn, 0g 6TOL TO Y POUL UAAGEEL OE KLAVOTPAGIVO.

1 ml 0,1 N vrepyrlopikot oféog 1ooduvapel pe 12,21 mg CsHgN,O.
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