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PROVA SCRITTA

Teman.1
Medicinali in forma di sospensione presenti in farmacia: vie di somministrazione, razionale d’uso, ruolo
del farmacista nel supportare il cliente nel loro corretto utilizzo.

Teman. 2
Medicinali generici, modalita prescrittive e ruolo del farmacista nella spedizione della ricetta.

Teman.3
Farmaci dello scompenso cardiaco: i digitalici.

PROVA PRATICA

Provan.l

Dosamento del farmaco.

Ad ogni candidato e stato fornito il risultato sperimentale di una prova di dosamento di un farmaco
effettuata attraverso titolazione volumetrica. E' stato quindi posto un problema di calcolo stechiometrico
costituito da tre quesiti.




Una compressa delf peso di 1,500 g contenente ranitidina cloridrato (PM: 350,9) ed
eccipienti inerti € stata sciolta in un matraccio da 50,00 mL ¢ portata a volume ottenendo
la soluzione A

25,00 mi della soluzione A sono statli prelevatli e titolati secondo Ph. Eur. 8. La fitolazione
hia richiesto 6,520 mbL di NaOH 0,1000 M.

Si calooli:

a) igdiranitidina cloridrato contenuti nella compressa

=

by il % p/p di principio attivo contenuto nella compressa

¢) la concentrazione molare di ranitidina cloridrato nelia soluzione A

V'
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EUROPEAN PHARMACOPOEIA 8.0 : " Rapeseed oil, refined

- the chromatogram obtained with the blank solution does D. R = §-CH,-CH,-NH-CO-CH,-NO,: N-[2-[[[5-[(dimethy]-
rot show any peak with the same relative retention as the ammo)methyl 1furan 2- yl]methyl]sulfan)l]ethyl] aitro-
peak due to impurity A in the chromatogram obtained acetamide,

with reference solution (a). E R = OH: [5-[(dimethylaminc)methyl]furan-2-yljmethanol,

Limits: HiC
- correction factor: for the calculation of content, multiply N NO,
the peak area of impurity J by 2; HyC )0 o |
- impurity A: not more than 0.5 times the area of the = é\/\ ,L o CHy
:al peak in the chromatogram obtained with N

: r:ce solution (b) (0.5 per cent);
impurities B, C, D, E, E G, H, I, J: for each impurity, not
more than 0.2 times the area of the principal peak in the

Lnr.)matogmm obtained with reference solution (b) (0.2 per
ent);

C. N-[2-[[[5-[(dimethylamino)methyl]furan-2-
yllmethyl]sulfinyljethyl]-N'-methyl-2-nitroethene-1,i-
diamine,

HiC,

. o=N

- unspecified impurities: for each impurity, not more than HaC ~\\

0.1 times the area of the principal peak in the chromatogram 4 /lL
obtained with reference solution (b) (0.10 per cent); = \/S\v/\N N":Hi*

- sum of impurities other than A: not more than 0.5 times the =
area o “the principal peak in the chromatogram obtained E. N-[2-[[[5-[(dimethyloxidoamino)methy!|furan-2-

with reference solution (b) (0.5 per cent); ylimethyljsulfanyljethyl]-N'-methyl-2-nitroethene-1,1-
- disregard limit: 0.05 times the area of the principal peak diamine,
in the chromatogram obtained with reference solution (b) S N\oH
(0.05 per cent); disregard any peak due to the blank. [ :/[ i
Heavy metals (2.4.8): maximum 20 ppm. N
1.0 g complies with test C. Prepare the reference solution using . AL o
2 mL of lead standard solution (10 ppm Pb) R. G. 3‘.(methyiammo)—5,6—d1hyd[o—2H—L4-th1azm-2»onev
oxime,

Loss on drying (2.2.32): maximum 0.75 per cent, determined NO,
3 g by drying under high vacuum at 60 °C. JA/
CHs

¢d ash (2.4.14): maximum 0.1 per cent, determined on

H

H. N-methyl—Z~nitroacetamide,

Dlssolu. £.280 g in 35 mL of water R. Titrate with 0.1 M sodium i H
& hydroxide, deters mining the end-point potentiometrically L \f/\ /‘\/ \(
i3 (2220 ¥—</ cmo-
i3 1mLef0.1 M sodium hydroxide is equivalent to 35.09 mg Ch
% of C,;H,,CIN,O,S. H,c a éf\Oz
{ STORAGE e T T T
1 In airtight container, protected from light. HooH
' e — I 2,2"-methylenebis[N-[2-[{[5-[(dimethylamino)methyl;-
IMPURITIES furan-2-yl]methyl]sulfanyl]ethyl]-N'-methyl-2-nitro-
Specified impurities: A, B, C, D, E,F, G, H, I, J. ethene-1,1-diamine],
Other detectable impurities (the following substances would, NO, NO,
if present at a sufficient level, be detected by.one or other of J |
the-tests in the monograph. They are limited by the general ¢ s. .5 A cn
acceptance criterion for other/unspecified impurities and/or N \f{/\/ ~ \/\t N ;
by thie general monograph Substances for pharmaceutical ) »
152 {2034). Tt is therefore not necessary to identify these J. 1L,1I-N-[methylenebis(sulfanediylethylene)bis(N"-meiz;1-
imp for demonstration of compliance. See also 5.10. 2-nitroethene-1,1-diamine),
; Contrel of impurities in substances for pharmaceutical use): K. NO,
: . = [
: HyC CH3 /IL
i N—CH = 3 ~CH
i N-oH HiC—N HCsq Y CHa
E us o -
i ({ J: 97N\ K. N-methyl-1-methylthio-2-nitroethenamine.
% B WL WS T =
¥ 01/2019:1369
& & BT A -
; A, N,N"-bis[2-[{[5-[(dimethylamino)methyl}furan-2-
% vljmethyljsulfanyl]ethyl}-2-nitroethene-1,1-diamine, RAPESEED OIL, REFINED
1 Rapae oleurn raffinatum
i /N_\
: HC o DEFINITION
i \/\\/ R Fatty oil obtained from the seeds of Brassica napus L. and
Brassica campestris L. by mechanical expression or by
f B. R = §-CH,-CH,-NH,: 2-[[[5-[(dimethylamino)methyl]- extraction. It is then refined. A suitable antioxidant may be
i furan-2-ylimethyl]sulfanyl]ethanamine, added.
i :
*’é General Notices (1) apply to all monographs and other texts - 3155
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Ranitidine hydrochloride

EUROPEAN PHARMACOPOEIA 8.0

a$)-9a-hydroxy-3-methyl-1,4-
i wdmal* dro- °H cy o"enta[d‘ Sipyrrolo[l,2-al-
pyrazin-2-yl]-4-phenylbutanoate (ramipril
’anrowd1Lemplpemzm£')

HO,C 0
\ \(
co,H N
570{2R,3R)-2,3-bis(benzoyloxy)butanedioic acid

.:n/,o,“tartric acid),

N. (2R, 3aR,6aR)-1-[(28)-2-11{15)-1-(ethoxycarbonyl)-3-
he nylpropyl]ammolpropmoyl octahydrocyclopenta-
; rrole 2-carboxylic 2cid ((§,5,R,R,R)-isomer of

Q0w _-SH

CH
l
O‘\\Q, B ”\//'\\ AN
A

NN TN B

A CH
we o Yo

thyl 2,2'-(2,5
'liy.

-dimethyl-3,6-dioxopiperazine-1,4-
bis(4-phenylbutanoate;.

01/2008:0946
corrected 7.0

RANITIDINE HYDROCHLORIDE

Ranitidini hydrochloridum

HaC
N—, NO,
FisG {}‘“ o) HCl
4
N \//:;\//\ﬁ_ \Q/CHB

[ 5--[(Dimethylamino)methvi}fu*an 2-
ethvllsulfanyl]ethyl]- W -methyl-2-nitroethene
Aiamine hydrochloride.

Jontent: 98.5 per cent to 101.5 per cent {dried substance).

5

HARACTERS
Appearance: white or pale yellow, crystalline powder,
Solubility: lreelv soluble in water, sparingly soluble or

stightly soluble in anhydrous ethanol, very slightly soluble in
methvlene chloride.

o

It shows polymorphism (5.9).

IDENTIFICATION

A. Infrared absorption spectrophotometry (2.2.24.
Comparison: ranitidine hydrochloride CRS,
If the spectra obtained in the solid state show differences,
dissolve 10 mg of the substance to be ex:
10 mg of the reference substance separately .
methanol R in an agate mortar. i:vqpoum to dryi
a stream of nitrogen R. Dry the residuss under
30 min. Add 3 drops of liguid paraffin R to the residues
and triturate until the mull shows a milky appearance.
Compress the mulls between 2 plates transparent to
infrared radiation and record new spectra.

B. It gives reaction (a) of chlorides (2.3.1).

TESTS ‘

Solution §. Dissolve 1.0 g in carbon dioxide-free s

dilute t0 100.0 mL with the same solvent.

fer R and

Appearance of solution. Solution § is clear (2.2
more intensely coloured than reference solution
Method ID‘

pH (2.2.3): 4.5 to 6.0 for solution §.
Related substances Liquid chromatography (2.2

Buffer solution. Dissolve 6.8 g of potassiurm dihy. ivowu
phosphate R in 950 mlL of water R Adjust to pH 7.1 with
strong sodium hydroxide solution R and dilute to 1000 mL
with water R.

Test solution. Dissolve 13 mg of the substance to i
in mobile phase A and dilute to 100.0 mL
Reference solution (a). Dissolve 6.5 mg o
suitability CRS (containing impurities A,
phase A and dilute to 50.0 mL with mobile ¢
Reference solution (b). Dilute 1.0 mL of the test sohan to
100.0 mL with mobile phase A.

Reference solution (c). Dissolve the contents of a vial of
ranitidine impurity ] CRS in 1.0 mL of test solution.
Column:
- size:l=

0.lm, @ =406mm;

- stationary phase: octadecylsilyl amorphous organasifize
polymer R (3.5 ym);

- temperature: 35 °C,

Mobile phase:

- mobile phase A: acetonitrile R, buffer solution (2:9

- mobile phase B: acetonitrile R, buffer sclution {22:

Time Mobile phase A Mobile phase B
{min) {per cent V/V) (per cent V/V)
0-10 100 » @ 0= 100

10 - 15 1] 100

Flow rate: 1.5 mL/min.

Detection: spectrophotometer at 230 nm.

Injection: 10 uL of the test solution, reference solutions (a}, (%)
and (¢} and mobile phase A as a blank.

Relative retenition with reference to ranitidine {retention

time = about 6.8 min): impurity H = about 0.1;

impurity G = about 0.2; impurity F = about 0.4;

_ impurity B = about 0.5; impurity C = about 0.6;

impurity E = about 0.7; impurity D = about 0.8;
impurity J = about 0.9; impurity I = about 1.3;
impurity A = about 1.7.

System suitability:

- resolution: minimum 1.5 between the peaks due to
impurity J and ranitidine in the chromatogram obt
with reference solution (c};
the chromatogram obtained with reference so
similar to the chromatogram supplied wit
system suitability CRS;

tained

v (a) is

Yranilieane jor

e
—
o5
NN

See the information section on general monoy
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Prova n.2

Riconoscimento del farmaco.

Ad ogni farmaco é stato fornito il profilo sperimentale e due possibili soluzioni (monografie di due
farmaci iscritti nella Farmacopea Europea).

Al candidato é stato chiesto di:

- individuare il farmaco meglio rispondente al profilo fornito;

- motivare brevemente la propria scelta;

- proporre un’ulteriore prova sperimentale a conferma della propria scelta.




i ‘moua‘ La (;o!ubihta non s;ex'n' 1 C
da ta ie valore quandf) viene rilevata in 05 M HClo 05 N NaOl-y Al contrario, il Farmaco
4mmma in alcool etilico (circa 3 ml/50 mg)/ ) ed in i > dietilico. In termini di

lta in generale sensibile ad ossidanti forti (per es: KMnO,, K,Cr,0,) e quando
1) o Rame (Il) mostra positivita del saggio con formazione di un precipi

WME&%MSSP nel xuondo

lel gruppe di Farmaci a vostra disposizione avete selezionato
Ascorbico cuali possbm candidati,

I candidati i Glucosio e acido

{;\ ai ‘(11 3

ficare quale fra 1 due Farmaci risponde meglio al profilo sperimentale fornito, gic

te i criteri che hanno governato la selezione.

validare la sc

O SUCCESSIVO, pr opo e alcune ulteriort analisiftest ¢
nel pPrimo pury
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come una polve

e n meno di O

con formazione di
ione risultante tratt

ristico colore rosso.

izicne avete selezionato ¢

M N en,

HoN
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Ghicose monohydrate

’/\’ in d’»(\ ml u' a zfez 1\ I, at

o MONOHYDRATE

,}FH\IT ON

> nonohs ”imie is the monohwdrate of
ucopyy

CHARACTERS

olution. Dissolve Iﬁ mg of the substance to be

ey nined in a mixtare of 2 volumes of water R and
volumes of methanol R and ditute to 20 ml with the

same mixture of solvents. 3,y ey

Reference solution (a). § )st»e 10 mg of glucose CRS

it 2 mixture of 2 volumes of wafer K and 3 volumes of

methanol & and dilute to 20 ml with the same mix

{ solvents,

Reference solution (h). Dissolve 10 g each of

d S lactose CRS and

sucrose CRS i a mixture volumes of waler R and

3 volumes of methano! R and ditute to 20 ml with the

same misture of solvents,

fate 2 1l of each solution and

§ politts. Develop nver a path

5om uwu, a mixtwe o s of wuter .

= 45 \ululncK ol methanol 1, 25 volumes of wnhydrous

acid  and 50 volumes of ethylene chioride R.The

its should be measy

55 of water produces clouditess,

current of warm air. Repeat the d

er renewing the mobife pi

nrrent of warm air and spray « >\'anl’~‘ with a sob

i nl thymol B ina mixture of 5 mi of sulphur

Pof alcohol R Heal at 130 “C for 10 min.

spot in the chromatogram ohtained with the
is s mflar in D(‘:iti(‘n wlm' ond Jvc ‘f)

ve plate ina
relopment imned halm g
thie plate i

l‘e test is not \«'lud unless 'hn
t-vgam ohhmed with veference solution () shows
«d spats

Dissolve 0.1 ¢ i 30 ml of water R 3 mi of
upritartaric solulion ¢ and beat. A ved prec
formed.

ate is

TS

Apprzamntc ofsoluﬁon. D. 3
The solution i {2.2.7), vdouviess
infensely coloured than reference s
Method 1D,

Acidity or alkalinity, Dissolve 6.0 ¢ in 25 ml of corbon

dude-free water R and add 0.3 il of phenolphthalein

ion R The solution is colowrless. Not more than 0.15 ol
0.1 5 sodizom hydvoxide is required to change the colour

, and not muore
n BY, (222

of the indicator to pink.

‘s’pcciﬁc optical rotation (2.2, 7).

ohve 1.0 g by
7/‘/ r/f Cool; the
¢ of the solution shows no change,

boit xn;f v 3() il of u/u,/m( r!’O pu- [&
appearar

Sulphites. | lve 5.0 ¢ i 40 mi of o
of 0.1 M sudium /w(/wwdo and uu
waler R To 100 mi o
solution of hgdrachloric acid
furhsin solution R amd 2 O lu
solutipn of lormaddehy:

measure the absorbar
Prepave a standard as foliow
metabisulphite R in wat
same xolwnt m :

fer i, m"«l 205
ute to 504 m:
i 3

gof ;(\m'( i

1ihe

dion 1miofa
ton of by 'fl;'ovﬁlor cacid R20 ml of dec a((»,-.vml
sin solution RT and 2.6 mi of o per cent 147
f and for 30 mi

3

compensation figuid for both measuremer
prepaved i the same i ing 10.0 m! of w zm " T
absorbance of the fest s
the standard |
Chlorides (2.4«
water R complies w

Sulphates (2.7 735).
distiiled waiey R coy
{200 ppmi,

vsenic (24.2). 1.0 g
).

Barium. To 10
id ‘(’ \\ 'ur* e

sotution is not more i
of T.miof dist

(200 ppm).
Lead in sugars
lead in sugars (0.

5 ppin)

Water (2
n

I2). T percentto 95
.50 g by the sen o deleriy
Sulphated ash (2.4.74). Not mo
S0 in &l of weter 1 add 2
evaporate to drness on 3
wass. Honeves,

preparations for paren
nay require that it
out as foillows. Inj
of & solution containing 55 m)f per i
Lo be examined in water for injections K.

LABELLING
3 hbci %tatcs whet
apyrogem

tre of the subs
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01/2002:0253

coyrected
ASCORBIC ACID
Acidum ascorbicum
CH 0, M 1761

DEFINITION
Ascorbic acid contains not less than 99.0 per cent and not
more than the equivalent of 100.5 per cent of (5R)-5-{(15)
1,2-dihydroxyethyl}-3,4-dihydroxyfuran SH)-one.

ACTERS

ite ar almost white, crystalline powder or colourless
s, hecoming discoloured on exposure to air and
ture, reelv soluble in water, soluble in alcohol,
in.ether )

melts at about 190 °C, with decompasition.
TIFICATION

st identification: B, C.

Second identitication: A, C, D.

Al stsm!vc 0. l(} ¢ in water R and dilute immediately to
100.0 ml with the ¢ solvent. To 10 mlof 0.1 M

jL[I()/ hloric auc{ add 1.0 ml of the solution and dilute to

100.0 ml with water K. Measure the ghsorbance (2.2.25)

4

at the maximum at243 nmyimmed liately after dissolution.

> specitic a‘)suvb ance at tixe maximum is )/; to 58!

2243, comparing Wle he speLtrum obtained with
ybic acid CRS. Examine the substance prepared as
discs containing 1 mg.
C. The pll (2.2.3) of solution § (see Tests) is 2.1 t0 2.6.
“D. To 1 mlof solution S add U 2 ml of dilute nitric acid R
and 0.2 ml of sifver nitrate solution R2. A grey precipitate
15 forme

N

Salgtion 8. Dissolve 1.0 ¢ in carbon dioxide-free water K
s dilute to 20 ml with the same solvent.

»apg,admnw of 501;1{1011 Solution 8 is clear (2.2.1) ancl not
more infensely coloured than reference solution BY, (2.2.2,
Method IT).

Speum optical rotation (2.2.7). Dissolve 2.50 g inwater by
and d | 5.0 ml \v\tn “*c» same solvent. 11 e specific
§+ ,U 3 to* 2LE0

Oxalic acid. Dissolve 0.25 g in 5 ml of «
to red litmus paper R using dilute s
solution B and add 1 m! of dilute ac
of caleiwm chloride solutic
reference solution as follows: disso
in water R and dilute to 500 nil wit
5 ml of this solution add 1 mi of diluie acetic
0.5 ml of calcium chloride solution R (vefe:
Allow the solutions to stand for 1 b Any ope
test solution is not more intense than that i
solution (0.2 per cent).

Copper. Not more than 5.ppm of
absorption spectrometry (2.2.23, Mei

Test solution. Dissolve 2.0 g of the sulbs
in 0.1 M nitric acid and dilute to 25.0 mi
Reference solutions. Prepare véterence so
0.2 ppm, 0.4 ppm and 0.6 ppm of Cu by dilut
standard solution (19 ppm Cu) R with 4.7 M =

cathode lamp as a source of 1@
acetylene flame. Adjust the zero of
0.1 M nitric acid.

Iron. Not more than 2 ppim of Fe, dete
absorption spectrometry (2.2.23, Methioc

Test salution. Dissolve 5.0 g of the sub
in 0.1 M nitric acid and dilute to 25.
Reference solutions. Prepare reference sol

0.2 ppm, 0.4 ppm and 0.6 ppm of Fe by dily
sfan(iam’ xo/uimn (20 ppm M)) R with & ,’

5 a source of rmiiat;on and an
ljust the zero of the appara

hol!o\, -cat hm Lxm.
alr-acetylene (lame.
0.1 M nitric acid.

Heavy metals (2. 4.5).
20 ml with the same solvent. 12 ml of
with limit test A for heavy metals (10 p;
standard using lead standard solution |

/

bulphdted ash (2.4.14)
determined on 1.0 ¢.

ASSAY
Dissolve 0.150 ¢ in a mixture of 10 ml of ddute s
acid B and 80 ml of carbon dioxide-free water 1.
of starch solution . Titrate with 0.05
persistent violet-blue colour is obtair
1 miof 0.05 M iodine is equivalent Lo

. Not more thau 0.1 per cent

M ioding

STORAGE
Store in a non-metal

> container, protect
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TION

Frocaine hydrochloride contains not less than 99.0 per

i and not move than the equivalent of 101.0 per cent
i wi d-aminobenzoate hydrochloride,
erence to the dried substance.

ARACTERS

hite, crystalline powder or colourt

| Io inwatey, spluble in alcohol, py
Ani e

RN

tals. yepy,
v insoluble in

First identification: A B, E.
Secand fdentification: A, C, 1) 1’7‘. £

Melting poin

Jue in 5wl u( (.’cc?iom? 1\, Add

lic potassium fgdioxide. Only a

M ('& o?
i colour

; ) add 2 mil of water &
lilute w!z)hum acid R and shake. Adc
solution of potassiwm pemmnomnm R.
rediately rarged.

ides (2.3.1). -

Ditute 1 ml of solution S 1o 1 00 ml with watePR.2 ml
of thi s(,nmem gives the reaction of primary aroma
amines {2.3.7

The colowr is i

f. Tt gives reaction {a) of ch or

TESTS

solution 8. Dissolve 2.5 ¢ in
ute to 50 m! with U

bon dioxide-free water R
me solvent. 5,

¢

Appearance of mhm‘on on Sis clear {2.2.1) and

: x) !ute 4 mI of mlvh m S to W m‘ w1 h u(r/lrm

¥ mamgl'aphy
g substance.
olve 1.0 g of the substance to be eximined
Hlute to 10 mil with the same solvent.

ssolve 50 mg of 4 antinobenzoic
wnd dilute to 100 b with the same solvent.
solution to 10 ral with water R,

rately to the plate 5 1l of each sofution. Develop

swer a path of 10 em using a misture of 4 volumes of glacial
g ud . 16 volumes of hexane R and 80 volumes of

e plate at 100 °C to 105 °C for 10 min

light at 254 nm. Any spot in the

! :th the test solution, apart from

the principal ;;»ot is m»t mmv intense than the spot in the

chromatogram obtained with the reference solution (0.05 per

centd. The py 1 spot in the chiromatogram obtained wit th

the test solution remains on the starting point.

r l(, i
> by ulk

and dil

te tn

Heavy metals (2.4.8). Dissolve 1.0 g in water R
25.0.mi with t hv same solvent. Carry out the prefilivation.
1 mbof the prefiltrate complies limit test I for heavy
ppml Prepare the standavd using 2 ml of lead
d solution (1 ppm PU) R,

Not mo
v drying

i oss oo d mmg (2
ned on 100 ¢

an (.5 per cent,
an oven at 100 °C to

Sulphated ash (2.4.74). Not more than 0. 1 per cent,
determined on 1.0 g

solve 0.400 ¢ in 50 mi of dilute | lydrochlovie ge z// R.
ut the detcrmummm of primary arorsatic

nitrogen (
1 m} of 0,
iaHy (E
STORAGE

Store protected from light.

tto 27.28 mg of

01/2002:00

PROCAINE HYDROCHLORI

DE

(;m,mmf«::@

1) Dissolve in 2 . n i

to be examined eq 1!0

use 2 ml of the ‘xcs\

actd £ and add ; 4l of silver nitvate

and allow to \hh&x A curdled, whit precipit
Centrifuge and wash the nr > With it

: oflm.,n! e

light

not becom

eater R a quar
to about 2

A solves east
b particles whic

h c‘xxx Ive ‘]nw

~\ b} Introduce into a tQSt*ulb\, a quamxt; of 1

kN examined equiv, io “bom 5 nag of ¢f

Y prescribed c,uanh Add 0.2 ¢ ofpo/a.

\ 1 ml of sulfuric ’1? Place a fi

% with 0.1 ml of dr, n/z()m/um{m

\ of the test-tube, The pap

paper must not con
dichromate,

papes

AMINES, PRIMARY AROMATIC

Sedivm nitrite
&1 ml of Boraphth
eolour and ally a nreci
" produced.

aintense orange
te of the same colour are
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01/2002:0018
QUININE HYDROCHLORIDE

Chinini hydrochloridum

LCIN;0,,2H,0 31,396.9

i)‘*l INITION

wchloride contains not tess than 99.0 per
and not more the equivalent of 101.0 per
of alkaloid mono! \ydmchlor es, calculated as
(A28 48 51)-5-ethenyl Lazabicvelo[ 2.2, 2}ock-2-y1}{b-
methosyouinali ymethano! hydrochloride, wit
veference to the dr

CHARACTERS

Fine, sitky needles, often in clusters, msomlws s0iu
water, freely sofuble in aleohol.

sdaver chromatography (2.2.27), using
sitica gel G plate R.

fion. Dissotve O Fthe substance Lo be
in methanol R ‘n\u ditute to 10 ml with the
vant.

Test s6
exan

Same

Reference solution. | 2 010 ¢ of quinine
s'u?;J}u te CRS in methanol R and dilute to 10 mi with

s separate l\ 1o the pla ‘zl
velop over @ path of 15 om using
olumes of di z"zv/'lmvzme &, 24 voiumes ol e'hzr I
A0 volumes of foluene K. Dry the plat
v for 15 min end repeat ihC development. Dry the
e at 105 C for 30 min, allow to cool and spray
vith iodoplatinate reagent k. The principal spotin the
chromatogram obtained with the test solution is siin tar
1 pos Nour and size to the principal spot in the
chromatogram ohtained with the refevence solution.

olve about 10 mg in water R and dilute to 10 mi with

ihe same solvent. To 3 ml of the solution add 0.2 ml of

Bromine waler 8 and § ml of dilwte ammonia R2. A

speen colour develops.

C. Dissolve 0.1 g in 3 ml of dilute sulphuric acid R and dilute

0 100 m with water 8. When examined in uitvaviolet

£ 366 nm, an intense blue fluorescence appears

almost completely on the addition

TESTS

dve 10 g in carbon dioxide-free water R
distilled water R and ditute to 50 ml with the

Solution 8.1

REHERY

Appearance (sﬁ solution. Solution 8 is dear (2.2.7) and not’
\

s inten wred than relerence solution Y {2.2.2,
Mothod 10

pH {2.2.3). Ditute 10 ml of solution &
dioxide-free wuter R The

to 20 ml with
csotulin s B0 o 6.8,

cerhoi

1of

7 L)issol e 0 R(;() gin 1M

Speuih a pmal mmion ( 2

d substance

Th 'I hphf‘ii mt
with reference to the dri

i 0 and the
solution (d) sho

Other cinchona alkalaids. Examine by by

id chromatography

fution. inwx»?ve ")1) '

of the substance Lo be
e 5 il of the
fi the mobile pliase,

sary, i

w’p}uw { /\"
the mobite phase m;u dil

Reference solubion (b
sulphate CES, with gentls
mobile phase and dih

refated s

i 6 10 mlwit 5
Sulphates

Reference solution ). To 1 mlof reference solubion {a) add
1 ol of reference solution (b).

Reference soludion (d). Hitute 1.0 ol of v
to 10.0 wi with the mohilz phe
solution to

ot b is not more it
solution $ and

e. Dilute m il
50.0 ml withi »m mobile phisse

Losgs on dryving {
ained on )

Reference solution (e, Wssolve 10 mg of thivures R the
mobile phiase and dilute to 10 mb with the mobite phase.

d " \ . i Sulphated ash
The chivomatographic procedure may be carried out using: determined on |1

100.2 W 4.6 mm

lieq gel

25 m long

ASSAY

olve (250 ¢ 8 mi
ol 0.7 41 h_w,m ploric acid
hydroxide, ning the o
{2.2.20) Read the volume added bet
poiuts.

as mobile phase al a flow rate of L5 mi min 2 mixture
P ows: disse 8 ¢ of potassiun
dihyedrogen phosphate R iand 3.0 ¢ of hexylumine £
i 700wl of water R, adj iilute
phosphoric aci num ife 1 i il
o 1000 mi with wafer R,

o

Yl ef 0.7 AF sodicm hydrovide woegu
of O,HL CIN O,

— as detector a spectrophotometer sel at
ing the chromatogram shtained

STORAGE

Store privy

y{e). M ne
trife jo ')wmm
obtained \\’lU:
factor of the g
1, being uzlc\
in the chro

nee solutions {a), (bl
i 1ed with vefevence sol
shows a principal peak corresponding to quinine and
ponding 1o dﬂ;yquuum‘xa with a retenting H
to yuinine of l_u‘qu 14 The ¢ menrugm«
r (b} show
ividine and ¢

of aboul
solution {c) s
guintne, diln
ideutified by comy
of the cox
with vefevence sulut

sin the uhmtu.\!npmm\ o

{ny and (b}

CHLORIDES

1) Dissabve i 2

of mater K
guivialent to sbu



mpasero
Rettangolo


scriptive ter T e _ |
Descriptive term (in millilitres for 50 mg of solute;

Very soluble less than ~ 50ul  J//

Freely soluble from 50 wl o5
Soluble from - 500 ul to L5 mi
Sparingly soluble from S Ibml to 5 mi
Slightly soluble from Smb 1o i S>0mi
Very slightly SQ‘Ubie from 50 ml o
Practically insoluble more than \. 500 m
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Prova n.3

Spedizione della ricetta.

Tariffazione, compilazione dell’etichetta e della scheda di preparazione di una formula magistrale di cui
il candidato ricevera un fac-simile di ricetta. Compilazione di un breve questionario a risposta multipla
inerente alla tipologia di ricetta, la sua spedibilita, le modalita di conservazione e gli eventuali obblighi
di registrazione.




Dott.

Sig.ra

Codeina fosfato 5 mg
Paracetamolo 325 mg
Amido diriso g.b. a 700 mg

Di una tali 30 capsule

1 capsula al di

UTILIZZARE IL FOGLIO PROTOCOLLO A QUADRETTI UNICAMENTE PER | CALCOLI
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-Cognome e Nome Prova n°

SCHEDA DI PREPARAZIONE|

Fonte di legittimazione: ¢ Farmacopea

M [ Prescrizione medica del N°

Forma farmaceutica:

Riferimento alla procedura tecnologica

Avvertenze e precauzioni:

Componenti Cod.Interno Lotto* Quantita unitarie

kX

* Compilare se preparazione allestita un‘unica volta e che dunque non richiede foglio di allestimento.

** Barrare se impiegato per motivi tecnici
7

Controlli previsti

Contenitore

Periodo di validita

Disciplina di vendita (senza ricetta, RR, RNR, RRM)

Metodo di preparazione

OBBLIGO DI SI NO
REGISTRAZIONE IN USCITA




