Instrument (part 3)
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Assay—

Edetate disodium titrant—Prepare and standardize as
directed in the Assay under Ammonium Alum.

Procedure—Transfer an accurately measured quantity of
Gel, equivalent to about 1.5 g of Al(OH);, to a beaker, add
15 mL of hydrochloric acid, and heat gently until solution is
complete. Cool, transfer to a 500-mL volumetric flask, dilute
with water to volume, and mix. Pipet 20 mL of this solution
into a 250-mL beaker, and add, in the order named and with
continuous stirring, 25.0 mL of Edetate disodium titrant and
20 mL of acetic acid-ammonium acetate buffer TS, then heat
the solution near the boiling point for 5 minutes. Cool, and
add 50 mL of alcohol and 2 mL of dithizone TS. Titrate the
solution with 0.05 M zinc sulfate VS until the color changes
from green-violet to rose-pink. Perform a blank determination,
substituting 20 mL of water for the sample, and make any
necessary correction. Each mL of 0.05 M Edetate disodium
titrant consumed is equivalent to 3.900 mg of Al(OH);.
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Acid-base agueous

titration
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titration

Complexometric titration
Precipitation titration

Back titration
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a. A

b. B B
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d. Buay C
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a. Infrared spectrophotometry

O Oo/

b. Specific rotation
c. X-ray diffraction
d. Refractometer O
e. NMR Cl
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lWu Achiral molecule

Potent ANl Racemic mixture
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b.

d.

e.
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. Yalafedsn1suenlasadreidu Racemic mixture aanaindu
Size exclusion

Counter current

Super critical fluid

Planar chromatography

Chiral chromatography

G-




QJ I 2/ I Chromatographic system
(See Chromatography (621), System Suitability.)
Mode: LC
Detector: UV 214 nm

Column: 3.0-mm x 25-cm; 5-um packing L7
Column temperature: 30°

6. 1aladulasaslionly Frow rates 0% o

Injection volume: 50 pL
System suitability
Sample: Standard solution

aQ 3 . Suitabili i ts: 10 maj k tb -
I‘LI N139LAIISH Epoetin ot lustratedin the reference chromatogram provided

with the lot of USP Erythropoietin RS being used. The
change in retention times for each of peaks 5, 8, and 9 is
h h NMT 1.2 min when compared to the first injection for
three replicate injections. The ratio of relative heights
GaS C romatograp y percentsge (RRH%) for each peak 8 and peak 9 ig the
Standard solution injections must be within 94%-106%.
Signal-to-noise ratio: NLT 3 for peak 6

CO Uﬂ te I’C Urre ﬂt C h rO matO g ra p h y A?::\)'l\;ifes: Standard solution, Sample solution, and Blank

solution
Follow each injection of Standard solution with a Blank
solution injection. Record the retention time and response

P Lan ar Ch rO matogra phy (peak height) of each of the 10 major peaks for both the

Standard solution and Sample solution.
Calculate the relative peak height percentage (RH%) of
peak 8 and peak 9 as compared to peak 5 for both the
1 1 initial Standard solution injecti dsS le soluti
Capillary electrophoresis chromatography i standard solution injection and Sample solution

taken:

Result = (ry/rs) x 100

H P LC ry = peak height of peak 8 or 9

r = peak height of peak 5
Calculate the ratio of RRH% for peak 8 and peak 9:
Result = (RH,/RH) x 100

RH, = RH% of peak 8 or 9 for the Standard solution
RH = RH% of peak 8 or 9 for the Sample solution
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7. wmatia Chromatography lasa lUda1u15aLenAIUUANFAI9UD
Theophylline wag Caffeine 1a

a. Chiral chromatography O / o I\fH

b. Count t chromatograph \N)tN \j‘\)j;\)

. Countercurrent chromatography I /
N

c. lon exchange chromatography | |

d. Reverse phase chromatography Caffeine Theophylline

e. Size exclusion chromatography
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8. 3711 Monograph (ﬁ’ﬁgﬂ) #15UILATIZHNI Assay Va4 Isotretinoin 14

a o~ wa s pore size.
L‘V] ﬁ u ﬂiﬂiuﬂ ’] i’g Lﬂ if] QJCVI Chromatographi( system
(See Chromatography (621), System Suitability.)
Mode: LC
a. Normal pha se chro matography Detector: UV 353 nm. AFor Identification B, use a diode

array detector in the range of 230-400 nm. 4 25 wsp41)
b R h h h Column: 4.6-mm x 25-cm; packing L1
Flow rate: 1.5 mL/min
: everse pnase C romatograp ) Injection volume: 20 L
System suitability

Samples: System suitability solution and Standard solution
C. |On EXCh an ge Ch romatography [NoTe—The relative retention times for isotretinoin and
tretinoin are 1.0 and 1.3, respectively.]
Suitability requirements

d. Size eXCLUSiOﬂ Ch romatography Resolution: NLT 2.0 between the isotretinoin and

tretinoin peaks, System suitability solution
4 A 25 (USP41)

c. AdSOFptiOﬂ chro matOgraphy Tailing factor: NMT 2.0 for the isotretinoin peak, System

suitability solution
Relative standard deviation: NMT 2.0%, Standard
solution
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9. 1A5849Ha lAEI1U1507m593 Amorphous la

a. HPLC
b. UV
c. TLC

d. X-ray absorption spectrophotometer

e. Polarimetry
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10. 1SR Llaa NN Levonorgestrel NU Norgestrel la
a. Polarimeter

b. Potentiometer

c. UV
d. HPLC
Levonorgastral Ethinyl Estradiol
e. Rheometer C,;H»50, M.W. 312.45 C,cH»40, M.W.296 4
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11. 37nlassasnnviu dalarasdunisiigailiandnualuas Formoterol
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a. UV
b. TLC OH H
N
c. FTIR Y\©\
d. Titrate HO O/
e. HPLC HN. O
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12. F5lawmuneaulunnsnsdani Related substance dwlauatluingau

Doxorubicin A

a. HPLC Y
b. UV Spectrophotometry Doxcrusicin (00X) '--T};:.__'___. 4
c. FTIR PSSO NS
d. Raman spectroscopy TY

e. Fluorospectrometry 5 N _f > o

(XXX T Y L1 xrd
T T & | Y 4
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13, 309dialafiau150n59930 (+,-) vasen X e
a. DSC

b. Polarimeter

c. UV

d. IR

e. HPLC
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14, Iﬂsaa%wmﬁﬁﬁuﬁz@juaz Aromatic ring 3zA9R523dULUU LA
a. DSC

b. Polarimeter

c. UV

d. IR

e. HPLC
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Wanaule
a. OH

b. C=C
c. C-H
d. CO
e. (=C
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1-HEXANOL
INFRARED SPECTRUM

a

TRANSMITTANCE

2000 1000
Wavenumber (cm-1)

NIST Chemistry WebBook (http://webbook.nist.gov/chemistry)
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16. §793U Levothyroxine aunsangaiansdnuaideiniasiialn
a. [litrate

b. Atomic absorption

C. Mass spectroscopy

d. Polarimeter

e. UV
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17. w3 sdiolalduuSuani
a. Uv

b. HPLC

c. Karl fisher

d. Potentiometer

e. Polarimeter
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18. 21N UMM wanIdINaNlnanATasiiale

a. MS
6 _
b. NMR 5
_1 -
c. DSC ~ 3 -
-
E 2
d. HPLC é N
§ 0 T T T |
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19. nnasen g endu Amide Tugnamiinia adsliasesiialnaas
AL ZE

a. IR
b. MS
c. HPLC

d. Spectrofluorometer

e. AAS
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20. \A5a9davialananunsadtaszrnausuanl Bismuth subgallate Tugn
witula
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a. Atomic absorption spectrophotometer
b. UV-visible spectrophotometer

c. Potentiometer

d. IR

e. GC




21. N15As1gULENANWAIYaY NaCl raw material A25lULATaHD LA

a.
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Titration

UV absorption
HPLC

GC

AAS




WAUANTSEN® (extraction)
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Separating funnel

MW 55 MIIAFIIRCRIVAIIUIINTEITU

MAN 5.1 NIWLENUULAN 9

MNA 5.4 n’mﬁ:mummﬁ'u’lunnuuun
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Soxhlet extractor

Hunmsatnuuusaiiiefiadnansdday
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(Extraction thimble)

daslasvivy
sviavany
Timnusou VIAUTIPIATAE
(boiling flask)

U 1 anvaugmsanauuuldieiesainveniian finuuaan Daniel et. al, 2006 (3)




Rotary evaporator
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