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Specification and Tests of Teneligliptin Tablets 20 mg

HPLC Data Sheet

Monthly calibration record of analytical balance

Daily calibration record of pH- Meter

Dissolution Test Apparatus Worksheet

UV- Spectrophotometer Worksheet
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TENELIGLIPTIN

Introduction-

Teneligliptin is a pharmaceutical drug for the treatment of type-2 diabetes mellidus.

Teneligliptin belongs to the category of medicines called “anti-diabetic”.

combination with other drugs to lower blood sugar levels.

It is used along or in
tidyl peptidase-4

Teneligliptin tablet contains the teneligliptin which belongs to class of dipep

inhibitors. s
It works by blocking the action of DPP-4 (an enzyme that destroys t
enzyme ‘Incretins’ helps to produce more insulin only when require

sugar level when not needed.

he harmone ‘Incretin’). The
d and reduces the liver’s blood

Chemical Formula- C22H30N605

Molar Mass- 426.58 gm/mol '

Teneligliptin significantly controls glycemic parameters with safety. No dose adjustment is
required. :

As we all know that teneli
Other layers or coatings are excepients.
Once a tablet is formulated then directly i
random tablets are collected and forwarded for testing.

gliptin tablet contains only 20 mg active ingredient i.e. teneligliptin.

t doesn’t comes to market. First of all some of the

Testing have 2 types-

1.

2.

Physical
Chemical

Physical Testing-

1.

N

Average weight test
Uniformity of weight
Thickness
Dimensions
Hardness

Chemical Tests-

1.
2‘

Dissolution Test
Separation Technique ( HPLC)

3, Absorbance

structure of Teneligliptin-

7. X

0
50 589 gz N
/ I\)- N\___/N NH ':;
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ARN ANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD
CT: TENELIGLIPTIN TABLETS 20 MG PAGE NO..- Page 1 of 4

NAME OF PROBT

SPECIFICATION AND TESTS OF TENELIGLIPTIN TABLETS 20 MG

Tests Specification

| Description Yellow coloured, round shaped, film coated tablets, plain on both sides.

[dentiﬁcatiop The retention time of the major peak in the chromatogram of assay

' preparation should correspond to that in the chromatogram of the
standard preparation, as obtained in the “Assay”.

Average weight of Tablet | 283 mg  7.5%

Uniformity of weight 283 mg * 7.5% (Between 261.8 mg and 304.2 mg)

Dissolution Not less than 80.00 % of labeled amount is dissolved in 45 minutes
Assay Not less than 90.00% and Not more than 110.00% of Label Claim

(Between 18.00 mg and 22.00 mg per tablet)
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ARNI ANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD
-&or PRODUCT : TENELIGLIPTIN TABLETS 20 MG PAGE NO.:- Page 2 of 5

TEST METHOD
l) Ducripﬁoﬂ White coloured, round shaped, film coated tablets, plain on both sides.

2) Identification:

'U\e retention time of the principal peak in the chromatogram of sample preparation should correspond to
that of the standard preparation as obtained in the “Assay”.

3) Average weight:
~ Weigh together 10 tablets selected at random and calculate the average weight.

Calculation:
W

Average weight (mg) = -——-
10

Where, W= Weight of 10 tablets in mg

l‘img: m mg & 7.5_./0

=4y Uniformity of Weight:
. Select randomly 10 tablets and weigh individual tablet. Calculate average, the minimum and maximum
value.

Limit; 283 mg 47.5% (Between 261.8 mg and 304.2 mg)
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ARNI ANALYTICAL

’\
AN

FINISHED PRODUCT SPECIFICATION AND TEST METHOD

NAME OF PR : GENO.:- Page 3 of 5
| “AME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG PA

S) Dissolution (By HPLC):

Dissolution Parameters :

Medium

Water Rotatory Speed |: | 75 rpm

Volume

Apparatus

900 mL Temperature : | 37°C+0.5°C
USP Type Il (Paddle) | Time : | 45 Minutes

Standard preparation :
Weigh and transfer accurately about 22 mg of Teneligliptin (Equivalent to 32.43 mg Teneligliptin
Hydrobromide Hydrate) working standard to a 100 mL volumetric flask add 70 mL of water and sonicate

to dissolve and make up the volume with water.

¢ Sample preparation:

Pour 900 mL of dissolution medium in each vessel. Allow sufficient time for the dissolution medium to
equilibrate at 37°C * 0.5°C. Adjust stirring element speed to 75 rpm. Place one tablet in each of the six
vessels and immerse the paddles in the dissolution medium so that there is a distance of 25mm + 2mm
between the bottom of the paddle and inside bottom of the vessel. Start the apparatus.

At the end of specified time intervals (after 45 minutes), withdraw 10 mL aliquot from a zone midway
between the surface of the dissolution medium and the top of the rotating paddle and filter through 0.45p
filter paper discarding first few mL of the filtrate. Inject directly.

11.2 Procedure:

Measure the absorbance of the resulting solution at 210nm.

Calculations:

Teneligliptin

At
(% Drug Release) =

Where,
Ar
As
Ws

P
LC
426.57
628.86
Limits: Not les

Ws _ 900 P 426.57
X —X—X—X X
As 100 LC 100 628.86 100

Absorbance due to Teneligliptin in the sample preparation.
Absorbance due to Teneligliptin in the standard preparation,
Weight of Teneligliptin hydrobromide hydatre working standard taken for standard
preparation, in mg. ;
Purity of Teneligliptin hydrobromide hydatre working standard used f;:ir standard
Label claim of a tablet, in mg.
Molecular weight of Teneligliptin
Molecular weight of Tencligliptin hydrobromide hydatre
an 80.00 % of Ia s dissolved in 45 minutes
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ARNI ANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD

| NAME ¢ - Page 4 of 5
AME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG PAGE NO.:- Pag
_-_-_'_'-\—u_._

13)  Assay (By HPLC):

1'.3.3 Preparation of solutions:

e Standard preparation:
Weigh and transfer accurately about 20 mg of Teneligliptin (29.48 mg Teneligliptin Hydrobromide

Hydrate) working standard to a 100 mL volumetric flask add 70 mL of water and sonicate to dissolve

and make up the volume with water. Bl
e Sample preparation: Cq-ooms ( Weightofitablet T
Weigh 10 tablets and determine average weight, Crush the tablets to a fine powder. Weigh and transfer
powder equivalent to@f Teneligliptin to a 100 mL dry volumetric flask. Add 70 mL of water
sonicate for not less than 20 minutes with intermittent shaking. Make up the volume with water. Fi!t,er
through 0.45 p Nylon filter discarding first few mL of the filtrate,
13.4 Evaluation of System Suitability:
Equilibrate the column with mobile phase with the chromatographic conditions for stable baseline
Inject blank and record the chromatogram. Inject standard preparation in five replicates and record. the
chromatograms. It should comply with the system suitability criteria as mentioned.
13,609 = |3vo
e el oy 81

* Reagents Required:
Sr.No. | Name of Reagent Grade
1 Water HPLC grade
2 Acetonitrile HPLC grade
oy 3 Octane-1-sulphonic acid sodium salt AR grade
4 O-Phosphoric acid AR grade
13.1 Chromatographic Conditions:
Column 1| C18, (150 mm X 4.6 mm), S5pm .
Pump mode : | Isocratic
Mobile Phase : | Buffer : Acetonitrile (60:40)
Flow rate :| 1.0 mL/min 65 34
Injection volume : |20 ul 3 a
Column Temperature | : | 30°C 196 ) M sl
Wavelength :[ UV, 210 nm fol! Y S
Run time : | 1.5 times of the retention time of principle peak 0
13.2 Preparation of Mobile Phase: { \{ - 136.69=— (OO© o-\ M = 3,0g- :
e  Preparation of Buffer: ©-1™M = 13.609- ‘00O AT S -19¢
Dissolved 0.1M Potassium dihydrogen orthophosphate in 1000 mL of water: 2.6%5 T
| ™ Prepare a mixture of Buffer, Acetonitrile (60:40 v/v), filter through 0.45 p filter and degas.
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FINISHED PRODUCT SPECIFICATION AND TEST METHOD

; /..Z‘N ARNI ANALYTICAL

NAME OF : i £5 |
| "AME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG PAGENO.- Page 50

* Theoretical plate for Teneligliptin peak should not be less than 2000
* The relative standard deviation for area of Teneligliptin peak should not be more than 2.0 %
* The tailing factor for Teneligliptin should not be more than 2.0.
13.5 Procedure:
Inject sample preparation in duplicate and record the chromatogram. Inhibit the integration due to blank
: peak in the chromatogram of sample preparation.
- * Calculations:

—

At Ws 100 P 42657 100

mg/tab of Teneligliptin =— X — X — X — X Aw X =

¢ iglipin ==X T X e % 100 S AW X Z5ee ~ Ie
Where,

Ar Area of the peak due to Teneligliptin obtained in the chromatogram of sample preparatior

Mean area of the peak due to Teneligliptin obtained in the chromatogram of standard
preparation.
Weight of Teneligliptin hydrobromide hydatre working standard taken for standard
preparation, in mg.
Purity of Teneligliptin hydrobromide hydatre working standard, on as is basis.
= Label claim in mg.
= Average weight in mg.
Weight of sample taken for sample preparation, in mg.
Molecular weight of Teneligliptin.
Molecular weight of Teneligliptin Hydrobromide Hydrate

~ Limit: Not less than 90.00 % and not more than 110.00 % of the label claim
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| AN ARNI ANALYTICALS |

TITLE HPLC DATA SHEET
1 .
|| "trument Name :- High Per fosmance Liquid C Fromatogsophy Page No |.
Instrument Make :- sHIMADZU . t

Instrument Model No. :-

Instrument ID : -

LC 2010 Cut 1of3 ‘
ARNI /INS-001 |
Name Of Student :- Poandey clkita pogad . |

HPLC DATA SHEET

e  HPLC Parameter settings:

e Make a purging of the mobile phase of all ports & injection port to remove the air bubble from

I the line.

‘ ' e Create a new method by using below parameter.
e Save the Method Parameters with a file name.
I

e Download the method to the instruments. ‘

| « CHROMATOGRAPHIC PARAMETERS-1 |

‘ INSTRUMENT PARAMETERS Set Parameters |'|

Data Aquisitation Time H 13 min |

‘ o | Pump t |l oa8Omroin |
Port : .

Detector (Wavelength) > 192 nmM \

|

. Column Oven Temperature s 40 °C ‘

! | Degasser : oee |

| Autosampler Temperature 2 o, l

W | | e |
ANALYSED BY ' CHECKED BY |

CamScanner
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ARNI ANALYTICALS

TITLE HPLC DATA SHEET
Instrument Name :- HPLC Page No
Instrument Make :- SHIMADZY
Instrument Model No. - LC 9010 Cuy
Instrument ID : - ' .

: ARNT/TNS -00|

Name Of Student :- Pandoy ™ eita P qq& _ —

* CHROMATOGRAPHIC PARAMETERS-2

INSTRUMENT PARAMETERS | Set Parameters L
'I (| .l”'; Data Aquisitation Time s 10 MmN

Pump i | \.ooml /min

Port : A

Detector (Wavelength) : A1onm

Column Oven Temperature H qo0°c

Degasser : ON

Autosampler Temperature : \o °c

e« CHROMATOGRAPHIC PARAMETERS-3

,| INSTRUMENT PARAMETERS Set Parameters

- Data Aquisitation Time t 22 mMin
! Prmp ‘| Loomymio
Port _ H A
Detectar (Wavelength) $ 260 nM
"Column Oven Temperature : R 00C
Degasser : OFF
“Autosampler Temperature : \&

i S -
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ARNI ANALYTICALS

———

TITLE HPLC DATA SHEET
Instrument .
| ent Name :- HeLe Page No
| ustrument Make - SHIMPDZ U
Instrument Model No, - LC20\0 CHT
Instrument 1D ; - g

| ARNT /rns-001d
| ___ameOfStudent:- @andeq ML Prr\qo.c&

* CHROMATOGRAPHIC PARAMETERS-4

INSTRUMENT PARAMETERS Set Parameters

’ e Data Aquisitation Time : 30 min

1Y  |Pump : l50m\ /min
Port s e
Detector (Wavelength) : NE60N™M
Column Oven Temperature - Qo °C.
Degasser : OoFE¢C
Autosampler Temperature § \S°c

e CHROMATOGRAPHIC PARAMETERS-5

INSTRUMENT PARAMETERS Set Parameters
Data Aquisitation Time : 2.0 min
& Pump ‘| 0-00 m\/min

Port : A
Detector (Wavelength) $ (o =
Column Oven Temperature : | oF¢
Degasser : OFE

’ Autosampler Temperature - ofe

oo bt
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[ — e —— ———————————————————————————————————————
f‘jN ARNI ANALYTICALS
| =~ TITLE MONTHLY CALIBRATION RECORD OF ANALYTICAL BALANCE
|| nstrument Name - ANPAIYTICAL BALANCE Page No
Instrument Make :
_ o INENS
Instrument ID : - SibLile) 10of3
| : ARNT /TNS — o0y
MONTHLY CALIBRATION RECORD
L. Calibration by using Weights:
Observation Table: 5
|| Sr. No. | Reference Weighting | Observed Weight in g Weight in g (Limit: £ 0.1%)
1 200.0000 199. 98¢ ‘&- 199.8000 to 200.2000
: 2 2 100.0000 98.150 99.9000 to 100.1000
b q
3 50.0000 d 49.9500 to 50.0500
$50.G89 - '
4 20.0000 19.9800 to 20.0200
: 19-048 9
5 10.0000 9,9900 to 10.0100
9996 q_
6 | 5.0000 . 080 %‘}’_ 4.9950 to 5.0050
7 2.0000 1. 826 ,"—\~ 1.9980 to 2.0020
8 1.0000 O« 923 ! 0.9990 to 1.0010
9 0.5000 6 |§13,U 0.4995 to 0.5005
10 0.2000 P oqu i 0.1998 to 0.2002
ca | 15
& AT 0.1000 o 0.0999 to 0.1001
5 (e 0§ 8
> %- 0.049
12 0.0500 0.0 Gg a L0499 to 0.0501
13 ~0.0200 0-016 :,-'q. 0.0199 to 0.0200
14 0.0100 O- O"\S_H— _' 0.0099 to 0.0100
15 0.0050 0- 0 _ 0.0049 to 0.0051
= o (@] ;
a,_
Concl.usion: The observed weights are wifyn’limit! out of limit.
ANALYSED _BY _ CHECKED BY
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RNI AN

ALYTICALS

MONTHLY CALIBRATION RECORD OF ANALYTICAL BALANCE

Inslrument Name :-

o ANAYTITCRAL BAaLANCE Page No
ru t -
N e ke WENSAR. -
ns A
‘ Ssurl) ARNT /TNS- pok 49
| 2. Test for Linearity:
|
‘ [ Sr. No. Selected Weights in g Observed Weight in g
[
i Qoo 199.986 o
2 ~J
* o 0.0 |1S-049 gq_
_?.' " ! ’ 3 <~
|
‘ Conclusion: The observed weights are Cmilfs/istentfnot Consistent.
| bk T
i MY CHECKED BY
i 3. Test for Eccentricity:
| —
i
/ 3 4
o Sr. No. | Weight Observed in g Difference in g Limit
| L At Centre- (A) 5-082 %_ R
‘ 2 At Corner1 (B) 5-081 B-A= O . 000
| 3. [AtComer2 © o 0o C-A=0, 000 +0.1 %
: 4, At Corner3 (D) S’ o8 | D-A= 6-900]
i 5. At Corner 4 (E) 5—_08 ! E-A= ©-00)

| Conclusion: The maximal Differential Eccentricity error is mylimiﬁout of limit of Std. deviation.

)
ANALYSED BY

it
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AN

ARNI ANALYTICALS

TITLE

MONTHLY CALIBRATION RECORD OF ANALYTICAL BALANCE

e ——

Instrument Name :-

ANALYTTCAL BALANCE

—

Instrument Make :-

IANEBNSAR

Page No

Instrument ID : -

3of3 !.

ARNI /TNG- 004-

- 4. Test for Repeatability :
Selected Weight in g: 1Y 8 m

‘Sr. No.

Observed Weighting | Sr. No. Observed Weight in g Limit
2 BeaBo 7 | s-082
- (1)

la | ° | 5-08 $ | s-080 —

e S-082 ’ | $-080

> S -O8\ 10 S~ 08B | hic:

| Conclusion: Individual measurement deviation from average value exceeds/ does s not exceed standard deviation.
| .
i
|
‘ Remark: The instrument is found Satisfactory/ unsatisfactory for its use.
|
|
|
|

i.‘:“,
| = i

ANALYSED BY CHECKED BY
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B \ ARNI ANALYTICALS
TITLE DAILY CALIBRATION RECORD OF pH-METER
Instrument Name i~ PH ~ me lern Page No
hl_nstrnmenl Make :- LOGRMA N
Instrument Model No, . ‘\,‘{ PH =10 -
instrumcnt ID:- 0 QMTI/ TNS ~008

Procedure: Refer SOP No. : SOP/ARN/INS-005
Preparation Of Solutions:

pH-4.01 :-
* Transfer the capsule content in a 100ml volumetric flask using a funncl.

* Dissolve the contents in 10 ml of distilled water and then meke it up to 100 ml with distilled water.

* This solution will have a pH of 4.0 £0.05 at 25°C.

pH-7.00 :-
*  Transfer the capsule content in a 100ml volumetric flask using a funnel.

* Dissolve the contents in 10 ml of distilled water and then make it up to 100 ml with distilled water.

e This solution will have a pH of 7.0 +£0.05 at 25°C.

pH-9.20 :-
¢ Transfer the capsule content in a 100ml volumetric flask using a funnel.

e Dissolve the contents in 10 ml of distilled water and then make it up to 100 ml with distilled water.

e This solution will have a pH of 9.20 £0.05 at 25°C.

Observation Table:

pH
Sr. No. | Date 4.00 7.00
(& 0.05) (% 0.05)
1 [nlalea 402~ 618

S\ope= 87 Uy : !

gedst- .

PERFORMED BY CHECKED BY
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ARNI ANALYTICALS *

AT

= TITLE MONTHLY CALIBRATION RECORD OF ANALYTICAL BALANCE
nst; '
_l_ rument Name :- ANALYTICAL BALANCE
Instrument Make :- Page No.
Instrument Model No. ; el ERCAT
| DS gooo 1 of 3
Instrument ID ; -
: ARNT /Tng-00H
NAME OF STUDENT:- an ol e Mileita —aﬂjacl
MONTHLY CALIBRATION RECORD
L. Calibration by using Standard certified weights:
;‘m ’ Observation Table:
Sr. No. | Reference Weight in g Observed Weight in g Weight in g (Limit: + 0.1%)
1 200.0000 200 0)) 199.8000 to 200.2000
2 100.0000 g .930 99,9000 to 100.1000
3 50.0000 50.70% 49.9500 to 50.0500
4 20.0000 |9 .055 19.9800 to 20.0200
5 10.0000 1o0.001 9.9900 to 10.0100
6 5.0000 5,08S 4.9950 to 5.0050
7 2.0000 1'327F p 1.9980 to 2.0020
8 1.0000 0926 0.9990 to 1.0010
9 0.5000 o 15| 0.4995 to 0.5005
10 0.2000 6 10S 0.1998 to 0.2002
11 0.1000 0056 0.0999 to 0.1001
{12 0.0500 0:03¢C 0.0499 to 0.0501
" 13 0.0200 0014 0.0199 to 0.0200
14 0.0100 0 0l6 0.0099 to 0.0100
0.0050 o000 0.0049 to 0.0051

W

CHECKED BY;:-
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ARNI ANALYTICALS

TITLE MONTILY CALIBRATION RECORD OF ANALYTICAL BALANCE
| Instrument . i :
. et Name : Analyfica)l Balance Pags No.
Instrument Make ;- WENSAR
| Instrument Model No. :- NS L0000 e

Instrument ID : -

ARNIJINS- 0ol

2, Test for Linearity:
Sr. No. Selected Weightsing Observed Weighting |
1 Noo 200 '00)2.
0, N 100 9%.733
v=| 3 5 o0 50102

Conclusion: The obscrved weights are Cg/n,sis’tent!not Consistent.

3. Test for Eccentricity:

N

CHECKED BY:-

Sr. No,

Weight Observed in g Difference in g

At Centre-  (A) 5.083

At Corner 1 (B) 5,002 B-A= -0'001

At Corner2 (C) 5.08) CA=  -o0.001

. At Corner 3 (D)) 5.08% D-A= O 0006

Al Corner 4 ﬂ:) £y 08 Y. . E-A= - n.nni

Conclusion: The maximal Differcatial Eceentricity error is within limit/out of limit of Std. deviation.
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| AIYTICALS

MONTHLY CALIBRATION RECORD OF ANALYTICAL BALANCE

TITLE
_Iistr“mcnt Name :- p\m\HH ca_\ %]JOD e Page No
Instrument Make :- WENSAR
|| Instrument Model No. :- D] 060

Instrument ID : -

ARNT JINS-00U

4. Test for Repeatability :

1
3of3 I
l
\
!
i

| Aaﬁ%n =

CHECKED BY:-

Selected Weighting: 5 g-
Sr.No. | Observed Weighting | Sr. No. Observed Weighting | Limit
1 5.099 6 5-082
- 2 5,080 7 5.082
3 5.082 8 5-083 i
4 5:082 9 5:082
S 5.081 10 5.082
Conclusion: Individual measurement deviation from average value exceeds/ does ytexfeed standard deviation.
Remark: The instrument is found Sa@ctﬁryl unsatisfactory for its use.

e

A
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ARN] ANALYT]CALS

TITLE DAILY CALIBRATION RECORD OF pH-METER

| Instrument Name :- %
' oy PH METER Page No

Instrument Make :- LARMAN
Instrument Model No. :- LNMPH -\O ah

Tasteimentine - ARNT /TNS-008
DAILY CALIBATION RECORD

. Procedure: Refer SOP No. : SOP/ARN/INS-005
. Preparation Of Solutions:

. pH-4.01 :-
+  Transfer the capsule content in a 100ml volumetric

< flask using a funnel.
. e Dissolve the contents in 10 ml of distilled water and then make it up to 100 ml with distilled water.

e This solution will have a pH of 4.0 £0.05 at 25°C.

® pH-7.00 :-
e Trans

fer the capsule content in a 100ml volumetric flask using a funnel.
Dissolve the contents in 10 ml of distilled water and then make it up to 100 ml with distilled

. water.

e This solution will have a pH of 7.0 £0.05 at 25°C.

s

. pH-9.20 :-
yolumetric flask using a funnel,

e Transfer the capsule content in a 100ml

« Dissolve the contents in 10 ml of distilled water and then make it up to 100 ml with distilled water.

e This solution will have a pH of 9.20 +£0.05 at 25°C.

&
® Observation Table:
pH
Sr. ND. Dale 4.00 7 00

(£ 0.05) (£ 0.05)

1 [15hela2: 3.90 G- 8O
Slope = . g 4
PERFORMED BY CHECKED BY .



https://v3.camscanner.com/user/download

— A - B
A ARNI ANALYTICALS
TR DISSOLUTION TEST APPARATUS WORKSHEET
Instrument N 3=
[ AmE:2 DT eseluTlon TEST MAPPARNTUS Page No.
Instrument Ip ; - ARNT /18- 003
- 0o
Instrument Model No. - DS RO0O
E f1
Name Of Students TPand ey ~ikita Snqad 4
‘ 1 q cl N
NAME OF TEST :-

TRIAL FOR DISSOLUTION TEST.

DISSOLUTION CONDITIONS:-

4 ® Dissolution Media WATER
1 [Media Volume 900 mL
Apparatus USP TYPE Il PADDLE
RPM 100
Temperature 37.0+0.5°C
Time 45 Minutes
PREPARATIONS:-

Pour 900 mL of dissolution medium in each vessel. Allow sufficient time for the dissolution medium to
equilibrate at 37°C + 0.5°C. Adjust stirring element speed to 100 rpm. Place one capsule in each of six paddle
I éﬁ.'i adjust the paddie in the dissolution medium so that there is a distance of 25 mm + 2 mm between the bottom
of the paddle and inside bottom of the vessel. Start the apparatus. At the end of specified time interval, withdraw
10 mL aliquot from a zone midway between the surface of the dissolution medium and at top of the rotating

paddle. Further dilute 2ml of the above solution to 25ml with dissolution medium.

it

CHECKED BY:-

ANALYSED BY

CamScanner
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ARNI ANALYTICALS

TITLE DISSOLUTION TEST APPARATUS WORKSHEET
Instrament Name ;- Dlssolwion Test Apparaiis Page No.
| Instrument 1D - ARNZL| INS~-002
Instrument Model No. :- DS - 8000 | of 1
|| Name Of Students Pandey Nikita Angad

@de'us'% Jhe sh‘qrrrfnc? 5}3&200 at

| NAME OF TEST :-

| TRIAL FOR DISSOLUTION TEST.

| DISSOLUTION CONDITIONS:-

1

-~ Dissolution Media Waker

Media Volume Joo ™l

Fysr USP Type T Foddle

RPM ico

Temperature 33 °¢

Time 4s minufes

/

PREPARATIONS:-

Tour Doom) 5-0!. dresolutten mediurm n each bowl,
raintailn the "f-im]tbefrmluw Gd'i Water bath ot Q1.5 °C
oo RPM .

pajust the paddieduwith shaft in clissolubion medium |
¢ Adstance petween chlc!le and inside ~

of +he bocol . SGtasd the QPFMQQ_M Encf?{
bi+;of::r; ffofme inteseval Dithdsewnd 10 ml q{:‘qu,@.{._ b i

= ; eclicarn. X
j'[%i#ju}wj'ruz & ml &), solukion 4o @sml with
s e : '

;'l,vr, colulton mediam .

géjué* fhe

22 . "t

CHECKED BY:-
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ARNI ANALYTICALS

TITLE

HPLC DATA SHEET

Instrument Name ;-

Instrument Make :-

High Penformance Viqquid chyomatoqroph
SHIMADZAL

Page No

Instrument Model No. ;-

LC 2010 CHT

lofl

Instrument ID ; -

ARNT /TNg-—00)

NAME OF TEST :- SYSTEM SUITABILITY

SYSTEM SUITIBILITY CHECK BY INJECTING 3 REPLICATE INJECTIONS OF CAFFEINCE

Chromatographic Conditions:

) ~ | Astainless steel column -
« Dimentions :-
. Column Length :- 15 cm * Diameter:- 4.6 mm ; Particle size :-5um
Length :- 150 mm * Diameter:- 4.6 mm ; Particle size :-5pm
Stationary Phase :- Packed with octadecylsilyl (C18) silica gel
Data Aquisitation Time 7 Minutes
Pump (Flow Rate) 1.00 mU/min
Port A 1
Detector (Wavelength) 2730m o
Column Oven Temperature 30Cc o o
Degasser o Off |
Autosampler Temperature Off
y @€« MOBILE PHASE PREPARATION :-
Prepare a Mixture of 80 volumes of Water and 20 volumes of Methanol. Mix well.
e STANDARD PREPARATION :-
Weigh accurately 20mg of Caffeine standard to a 100ml volumetric flask. Add 60ml of HPLC grade water
I and shake to dissolve completely. Slowly makeup the volume upto the mark. Mix well. Further dilute 5ml
of the above solution to 50ml volumetric flask, dilute with water to makeup volume.
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ARNI ANALYTICALS

TITLE HPLC DATA SHEET
Inst %
rument Name : High Pesfor mance 'L;qqi d choo l‘ﬂq}'oqﬁ > Page No
Instrument Make :- SHITMADZ V
Instrument Model No. :- LC. 2010 CHT 1of 1
0
Instrument ID ; - BRMNT / ITNS-00\
NAME OF STUDENT :- Panded Nikita Hngad .
DATA SHEET

NAME OF TEST :- SYSTEM SUITABILITY
SYSTEM SUITIBILITY CHECK BY INJECTING 3 RE,

PLICATE INJECTIONS OF CAFFEINCE

e Chromatographic Conditions:

‘f 2 | Column
Data Aquisitation Time 10 min
Pump (Flow Rate) 1.00 m™i/min
Port A
Detector (Wavelength) 2138 nm
Column Oven Temperature 20 °C
Degasser ofFF
Autosampler Temperature Fa) o sl

ggué%.f
P = A\
Aceto nitr fe eV
rinkure of Watex @ Ethano-d Prepoure i
o Povportion ofF 113
e STANDARD PREPARATION :- N g ]\f] i
- cedelg 00 m cafferne stancansd 4o a 1aom| Volumetic
Dergh a:;“gom, a7 HPL ﬁa&c coater @ Shake +o clissolve
. fasﬁéi-?.{ Clowly ok euf He velume Fo o masck . plix Dell.
1 bove golulion!dp som| volumetw e

dilute §ol 0 th
’,Ffuffhfr; ditute with ciﬂa-f.u( “+0 mq;\:eup volume .

at ;
e SEQUENCE OF INJECTION :-

e« MOBILE PHASE PREPARATION :-

Name of Solution No. Of Injection
Blank : yes
ANALYSED BY CHECKED BY |
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AN ARNI ANALYTICALS
! TITLE UV-SPECTROPHOTOMETER WORKSHEET

i Instrument Name :- OV - SPECTRO PHOTOMETER. Page No. |
! TN I ARNI/TNs-002

'i Instrument Model No. :- LM SP -NI00B l1of 1

| Name Of Students Pandey Mibita frng wil .

| NAME OF TEST :-

1) PHOTOMETRIC ANALYSIS
2) WAVELENGTH SCAN

| ¢ REPARATIONS:-

STANDARD PREPARATION :-

Weigh accurately 10mg of Caffeine standard in a 100ml volumetric flask, add 60ml of water sonicate ‘
for 5 minutes to completely dissolve, makeup the volume with water.

Further dilute Smlof the above solution to 50ml with water.

UV-SPECTROPHOTOMETER WAVELENGTH :- 273nm ‘
|

€

ANALYSED BY CHECKED BY:-

L 3 R —————— - o — S S|

|
|
I
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/“/“N ARNI ANALYTICALS

TITLE UV-SPECTROPHOTOMETER WORKSHEET

Instrument N :- o
At UV -SPECTROPHOTOME T ER Page No.
I .
nstrument ID 1 - ARNT [+ NS -002 ;
Instru .
ment Model No. : LMsp - OVI00B lofl
N :
ame Of Students Tande 4 Mreda HOngad -
Date:- 11112199 |
; —==s ] |
NAME OF PRODUCT ot uine r
WORKING STANDARD NO. |: =
POTENCY =
INSTRUMENT ID Pl ARNMT /TNS - o2
NAME OF TEST :- |~\auclengih <Scan
|
PREPARATIONS:- l
STANDARD PREPARATION :- _ , 0] vhn 100 m | |
J & cabClerne 3 A of - |
|
i

L.Oefg\n acgu*rc«*c“-f l0Mmag o . e f' ¢ min
. SonlCa o7
Mo liirmel ot é -)(l"clﬁl’ . add com) (;} coatles o

réd | ¢ ©o cdi j‘{, ,z‘)(_ll‘(‘.'r "
bo CGYY‘IP!’(’_,F el C;.Ez‘ggo’ve , ra ,!.'_r LIP f(" ;*(—’p'f;’r Fo }ro iy % Sy
-’ff.‘-‘t'ﬂ\e.u. cleflete m/ Cjc{ the a bave SOIwFI N )
coater - -
UV-SPECTROPHOTOMETER WAVELENGTH:- 214 y»m ~ MO MU )
Qo6 N - OO UM
r
OBSERVATIONS:- |
MAXIMUM ABSORPTION WAVELENGTH _ a4 nm ]
|
|

. Yol
o
NAT.YSED BY | CHECKED BY:-

| A

CamScanner
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AN ! ARN ANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD

NAME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG PAGE NO.:- Page 2 of 4

TEST METHOD

1) Description: White coloured, round shaped, film coated tablets, plain on both sides.

2) Identification:

The retention time of the principal peak in the chromatogram of sample preparation should correspond to
that of the standard preparation as obtained in the “Assay”.

()

| 3) Average weight:

? TABLETS-1 : 28 5 e q TABLETS-6 285 MY
TABLETS-2 a6 ™g TABLETS-7 180 Mo
TABLETS-3 By ey TABLETS-8 Py,
TABLETS4 ey TABLETS-9 .
TABLETS-5 ata e TABLETS-10 Das e

LIMIT: 283 MG + 7.5%

AVERAGE WEIGHT:- 285-4 m % _

! 4) Uniformity of Weight:
Select randomly 10 tablets and weigh individual tablet. Calculate average, the minimum and maximum

Tv:gliﬁs-l 288 e TABLETSS |: | pes ma
| | TABLETS2 @ Bs ik TABLETS-7 S
| [TABLETS3 [:| oge mq. - |ABLETSS i | o8s mg
| [TABLETS4 [:| o082 ma TABLETS9 |: | 580 'mq
TABLETSS [:| 079 ma TABLETS-0 |: | nag mg .

MINIMUM WEIGHT :- 2719 o
MAXIMUM WEIGHT :- 295 mg .

LIMIT: 283 MG %7.5% (BETWEEN 261.8 MG AND 304.2 MG)
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/N ARNANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD
NAME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG PAGE NO.:- Page 3of 4

5) Dissolution (By HPLC):

Dissolution Parameters :
Medium ] WWlatews Rotatory Speed [: | 15 +pm™M
Volume : | goam)\ Temperature |[: | 371°C
Apparatus |3 | hgp Ty pe I Time t] A% Minates

Standard Weight:- L 2-03 mq

!,

Potency:- 99.85 % .

At Ws 900 P 426.57
Calculations: Teneligliptin (% Drug — X —=X—X X 100
. st Teneligliptin (% Drug Release) T - X 00 T *100 " 628.86

LG8 2249 900 99,85 _, 426.57 5 v G948
Tablet 1= — X X ——— X X K=o =
i —6-9-3Healitys 100 X0 100 628.86 100 50

©-GeHT
O §994 X Qa2 -4y X 900 a9.8% 426.57

X X X 1005 - 89:19%
O.Cau 100 20 100 628.86 100 o)

Tablet 2=

.60 QL 285 . 5 e
o 31 23493 % 2985 x42657x 100x 5 = 92 -8 lo
50

©-GeU2 100 20 100 628.86

Tablet 3=

o599 29249 x § 900 9985 _ 426,57 . R
X X ¥ =588:355%0
O GeyR 100 5O 20 100 628.86 x 100

Tablet 4=

0808 QA0 v 900 qq-8¢ 426.57

= X 2= X X X —=86-u3°lo
Tablet 5= ——~~"7 TR AT o7 sza.aaxmo

O 60 84 , 22.43Xx5 900 9q.8¢ 426 57
= X X X
Tablet 6" Geaz ™ " 100 2.0 100 628.86

X 100= 3053 %
T

Average:- A\ .\ *‘(o

Limits: Not less than 80.00 % of labeled amount is dissolved in 45 minutes



https://v3.camscanner.com/user/download

2\

ARN ANALYTICAL

FINISHED PRODUCT SPECIFICATION AND TEST METHOD

NAME OF PRODUCT : TENELIGLIPTIN TABLETS 20 MG

PAGE NO.:- Page 4 of 4

6) Assay (By HPLC):

Chromatographic Conditions:

| Column Ci18, C1S50mm X 4.6mm ) . 6§ 4m
Pump mode T socwqtic
Mobile Phase | BuFFer: Acetonitrile (65:35)
Flow rate 1-0 ml/min
Injection volume 20 Ut
Column Temperature go°C
Wavelength 910 oM™ -

reparntiou of solutions:
e Standard preparatmn
20 mq of T

hyt

enelr
e) cf; ssoc?ue

liptin (29-4& nnccj I’ene(eﬂ Phn que-mbro—omaofe
'n (00m] ~volumefwic Fleg E - '

e Sample preparation: agxaa.h 10 tablets % Jetexnine average e
Crwueh +he +ableds +o -ﬁme cwder . Dei'gh % fvans © de'r
od74t 20 m of Tenel’ +n 4o (00ml volumetrc Llask . ‘FrHQ)C

—ﬁ?rmwg—f" g'qr_q Mj!gn #;!%M c/:scw-{cfmj feast Lew ml (90& £l lhrate.
" Standard Weight - 2.9-4%
Sample Weight :- 286
Average Weight - 2.86.9
Potency - 99.8S %/ .
s Calculations:
.  At_Ws _100_ P 426,57 100
% of Teneligliptin =~ X —= X 0 X X Aw X e
8 | ' " 0 25"
= H“{S_QSKIL 2948 10 BB g . 42657 100
14939428 100 086 100 628.86 20
|
, - TG FF%
l24h0a2 23.48 10806 x‘_‘l‘]’gx 186-9)(426‘57 100
939425 100 2 100 62886 2O
= 88’ O’“ W/C’

Average :- 19+ 99 %o

Limit: Not less than 90.00 % and not more than 110.00 % of the label claim
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