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Screen chromatographic columns to achieve stable peak areas of reference solutions.
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Instrument Information
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Test Instrument Instrument Model
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High Performance Liquid Chromatograph

Agilent 1100
T RO X

1. Test Procedure:
SR U

1.1. Chromatographic conditions:

il % AT
Chromatographic
column Xtimate C8 (4.6x250mm,5um) PN:00102-21043
kAL
Phosphate buffer solution (dissolve 13.6 g of potassium dihydrogen phosphate in
Mobile phase 1000 ml of water, adjust the pH to 2.5 with phosphoric acid) — ethanol (98:2)
BN WERR ER S PR CHUBE IR — 24 13.6g, 7K 1000ml V%, FHBERZ AT pH (H
£2.5) -4fF (98: 2)
Flow rate .
Vi 1.2 ml/min
Injection volume
H F Soul
Column
temperatture 40 °C
R
Detector
Koz v
Detection
wavelength 254 nm
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Isocratic Program Time (min) Phase (%)
K =
SRR . %
Notes /
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1.2. Solution preparation (VA ¥RACH])D

1.2.1.

1.2.2.

1.2.3.

1.2.4.

Mobile Phase Preparation (Jits)AHACH)

Phosphate buffer solution (dissolve 13.6 g of potassium dihydrogen phosphate in 1000 ml of
water,adjust the pH to 2.5 with phosphoric acid) — ethanol (98:2).

WElG Th22 vl (CBUBERR — 40 13.6g, HN/K 1000ml [ V&R, FIRERRES pH H £ 2.5) -2
(98: 2)

Blank solution (Z¥HEW) :

0.01% Sodium Bisulfite Solution: Dissolve about 0.1 g of sodium bisulfite in 1000 ml of mobile

phase.

0.01% M R ANAWR : BOEMRENZ) 0.1g, INshHH 1000ml, fEEfE

Test solution: Take 20 tablets of the product, place them in a 200 ml volumetric flask, add an
appropriate amount of solvent, shake to completely disintegrate the tablets, then sonicate for 5
minutes. Dilute to the mark with solvent, mix well, and filter. Collect the subsequent filtrate.
Accurately measure 5 ml of this solution, transfer to a 100 ml volumetric flask, and dilute with
solvent to prepare a solution containing approximately 50 pg of thiamazole per 1 ml.

BRI BCAS S 20 s B 200ml SR, VARG B, R AT A AN AR, R A AL
508, MEHIMBEREZIE, w4, I, WERER, FEHEDUZEW 5ml, & 100ml &
PV ARRER BCEE 1ml Th 295 R BRBKIE S0pg BV

Reference solution: Accurately measure 5 ml of the test solution, transfer into a 100 ml volumetric
flask, dilute to the mark with solvent and mix well. Accurately measure 2 ml of this solution,
transfer into a 50 ml volumetric flask, and dilute with solvent to prepare a solution containing
approximately 0.1 pg of thiamazole per 1 ml.

X FRVEV: A BRI Sml, B 100ml 2, FETIMBERZIE, B BEE
BOZH 2ml, & 50ml EHirh, FVETURRER RCRE 1ml iR 203 FRERIKME 0. 1pg IR
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Chromatogram and Data (i BRI
(1) Blank solution (7% H & 7 B

VWD1A, Wavelength=254 nm

Ff(e] [min]

(2) Test solution (JIRIAETR M EEE) -

VWD1A, Wavelength=254 nm

4 5 6 7 8 9 10 11 12 13 14

501
401
= 30
T 20
101 s
0 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20
8] [min]
55 VWD1A, Wavelength=254 nm
REME e wmR mE wEEs  WEET  SEE SRERE A
4, 257 14. 306 2.313 0.10 1.59 11483. 4
6. 525 14505. 122 1664. 509 a99. 90 1.08 11.93 13044. 5
bl 14519. 43
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(3) Reference solution X EVER T PUE-26 1 41) -

VWD1A, Wavelength=254 nm

4 5 6 7 8 9 10 11 12 13 14

ff e [min]
55 VWD14, Wavelength=254 nm
REME e wER WE WERx  WEET  ARE
6. 519 28. 654 3.354 100. 00 1.07
ekl 28. 65

(4) Reference solution (X} HEVER T ETE-26 5 £F) -

VWD1A, Wavelength=254 nm

iR S/N

14004. 7

—. 453

i 5 6 7 8 9 10 11 12 13 14

FfiE] [min]
55 VWD14, Wavelength=254 nn
REME ex wmER  mE wER.  BERT 4N
6. 483 28.905 3.365 100. 00 1.05
okl 28.91
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3. Conclusion (£5i8)

Using Welch Xtimate C8 column (4.6x250 mm, Sum), the customer requirements are met under these

chromatographic conditions.

4§ A /B Xtimate C18 (4.6x250mm, 5Spm) , fEMEAIELEMTR, LB FHR.
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