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Steps/Stages Notes
1.1 RO, C:Fed,, 10 min, rt green chemistry-catalyst, no solvent, Reactants: 2, Reagents: 1, Catalysts: 1, Steps: 1,
1.2 30 min, 1t Stages: 2, Most stages in any one step: 2
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Solvent-free iron(LLI) chioride catalyzed O-, S-, and N-acylation under mild conditions
Q Quick View  [If Other Sources.

By Mihara, Masatoshi et al

From Synkett, (7), 253-255; 2010
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Procedure

2. Keep the test tube at room temperature for 10 min in air,
View more...

View with MethodsNow

1. Place iron ( 111 ) chioride  0.01 mmol ) and acetic anhydride ( 11 mmol ) in a test tube.
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Analysis of Diclofenac sodium in Tablets by Liquid chromatographic UV detectors |

CAS MIN: 1-101-CAS-45187

Method Category: Active PF gredient and Analysis
Technique: i graphic UV de R d-phase HPLC
Materials Role Image CAS RN
Diclofenac sodium analyte View Structure 15307-79-6
Tablets matrix
0DSC1z (25 cm x 4.6 mm id and 5 pm particle size) column material
0.45 pm filter material
Methanol reagent View Structure 67-56-1
Source

A validated stability-indicating UPLC method for determination of diclofenac sodium s pure form and matrix formulations

Elzayat, Ehab M.; lbrahim, Mohamed F.; Abdel-Rahman, Ali A.; Ahmed, Sayed M.; Alanazi, Fars K.; Habib, walid A.
Arabian Journal of Chemistry, , - . Elsevier B.

CODEN: AJCRDR | ISSN: 18785352 ' DOI: 10.1016/].arabjc.2013.12.022
Document Sources

Abstract &

The aim of this work is to develop a validated stability indicating reverse phase ultra performance liquid chromatog. (UPLC) method for the rapid and accurate determination of
diclofenac sodium in its pure form and in matrix formulations. This UPLC method is composed of isocratic mobile phase, 0.05 M ammonium acetate buffer (pH = 2.5) and
acetonitrile {50:50), with flow rate 0.5 mL/min, column BEH C18 (2.1 x 50 mm, 1.7 um). The methad is rapid (1.2 min run), selective with well resoluted diclofenac peak with
retention time 0.54 min and sensitive (LOD = 2 ppm and LLOQ = 6 ppm) with UV detection at 254 nm. The drug was subjected to acidic, alk. media, boiling and oxidizing agent to
apply stress conditions. The developed method was able to sep. degradation product generated under forced degradation studies. The developed method was validated as per
the FDA guidelines for specificity, linearity, accuracy, precision, LOD, LLOQ and found to be satisfactory. The study suggests that the developed UPLC method can be used for the
assessment of drug purity and stability. It can be also used to monitor the drug content and release from different formulations without any interference of excipients and/or
degradation products.

Equipment Used =
auip | Bk
HPLC system

UV - detector

Conditions —
o NI

Mobile phase - 16% acetonitrile in 0.02M sodium acetate buffer pH (5.5); flow rate - 1 ml/min; column temperature - 30 °C

Instructions

Standards Preparation 95 %ﬁ/ﬁ ﬁ- %{

2. Serially dilute standard solutions to eleven working standard solutions covering the range (1 - 2500 ug/ml].

Diclofenac sodium extraction from matrix formulations

2. Sonicate it for 15 min, and then centrifuge at 5000 rpm for 5 min.
3. Filter the clear supernatant thraugh a 0.45 pm filter.

1. Prepare Diclofenac sodium (DS) stock solution in 0.2 M phosphate buffer; pH 6.8 to produce final concentration of 2500 ug/ml.

1. Dissolve the matrix formulation (HPMC matrix tablets and enteric coated non pareil seeds (40 - 50 mesh size)) in mixture of water and methanol (30:70).

4. Set the UV detector at 220 nm.

Reverse phase high performance liquid thromatography (RP - HPLC]
1. Inject 20 pL solution onto ODSC1g (25 cm x 4.6 mm id and 5 pm particle size) column.
2. Maintain the column temperature at 30 °C.
3. Perform the isocratic elution using mobile phase consisting of 16% acetonitrile in 0.02M sodium acetate buffer pH (5.5) at flow rate of 1 ml/min.

Validation

Linearity Range

Limit of Detection

0.01-0.06 mg/ml

3.4 pg/ml
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piked sample (Milk
mg/g of spked
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Concentration

2274 0.88 mg C36/100 g, Cy 3-dihexoside-
B

ylenetetramine, CAS RN: 1

Trifluoroacetic adid, CAS RN: 76-05-1
Acetic acid, CAS RN: 64-19-7

2. Stir the mixture for 3hours at 90EC.
3. Dilute the reaction mixture with

5. Wash the combined organic layers with brine.
6. Dry aver MgSO, and concentrate in

bis(benzyloxy)-3,4-dihydroisoguinoline.

aram
(€D R
5.04 (s, 2H), 3.67 (t, 2H), 2.65 (t, 2H)

98.5, 70.1, 46.5, 26.0

> HO.
4, Basify with potassium carbonate and extract with CH.Cl,.

Isoquinalineg, 3,4-dihydro-6,8-bis(phenylmethoxy)-, 95%, CAS RM: 1384461-35-1

Benzenaethanamine, 3,5-bis(phenylmathoxy)-, CAS RN: 188662057
Hexameth) y 00-97-0

1. Add hexamethylenetetraming (3.1 g, 2.1 mmal) to the mixture of 243,5-
ﬁs(mmmwﬂmﬁm%%u g, 11.0 mmol), ACOH (12 mL) and TFA (3 mL) under argon

g Vacuo.
7. Purify the residue by column chromatography on silica gel (5 t0 10% EXOAC in hexzne) to obtain 6,6-

(CDCI,, 400 MHz) § 8.69 (s, 1H), 7.43 - 7.29 (m, 10H), 6.45 (d, 7= 1.88 Hz, 2H), 6.36 (s, 1H), 5.05 (5, 2H),
{
(CDCl,, 100 MHz) 8 161.9, 157.7, 155.2, 140.0, 136.3, 1266, 126.5, 126.1, 126.0, 127.4, 127.1, 111.9, 105.3,

{thin film, neat) v, 3062, 3032, 2935, 1736, 1620, 1603, 1575, 1497, 1442, 1377, 1351, 1309 am*

(FAB+) caled for CH5NG, (M+H™) 344.1651; found 344.1658
(FAB+) m/z 344 (M+H")

yellow solid
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