ERAS-1000-0024

£ sSHIMADZU

Excellence in Science

Eore ’-ocus LC Reversed-phase Shim-pack™ Series
Report Shim-pack Scepter™ C18-120

Analysis of 4-chloro-7-tosyl-7H-pyrrolo-[2,3-
No.24 Dlpyrimidine in Tofacitinib Citrate Tablets

Keywords: Tofacitinib Citrate Tablets, Janus kinase (JAK) inhibitor

Chromatogram of Standard Mix

maLl
fomsm | 1. Impurity C5
20 2. Impurity F
3. Impurity C4
© 4. Impurity D
200 5. Impurity H
6. 4-chloro-7-tosyl-7H-pyrrolo [2,3D] pyrimidine
| 7. Impurity G
150 “
100 Standard Mix
Impurity C5, C4, F, D, H, G)
(1.0g/mL in Acetonitrile )
0] || 4-chloro-7-tosyl-7H-pyrrole [2,3D] pyrimidine
I | S S— (10mg/mL in Acetonitrile)
" = - w " \
L A E———— Y [ e
25 s0 75 w0 125 10 s =0 28  2\/0 45
Enlarged Chromatogram of Standard Mix
o0 frgrriann g Pretreatment procedure
LE a. Measure the above-mentioned
&0 standard solution.
s b. Add diluent 25% Methanol
o water to dilute to a
0 I concentration of
A 4-chloro-7-tosyl-7H-pyrrole
2 _ \ -[2,3-D]pyrimidine 0.5 mg/mL
o \ - " - \ and other various Impurity
o I | |‘ L~ \ 0.005 mg/mL mixed solution.
- -kﬁ‘_r__r__JlL__ . \ c. Shake well
2.'5 .ili‘r Y .?.:5 o .iO.-J ' ' .12..5. o .15.0‘ ' 1?'.5. o Z‘DIO 22'5 o .:5|.0 ' .2?.5. o .3CIIO. ' ﬁn
Column * Shim-pack Scepter C18-120 (250 mm x 4.6 mm I.D., 5 ym) P/N: 227-31020-06
Mobile phase * A) 0.1% Phosphoric acid aqueous solution

B) Acetonitrile : Methanol = 1 : 1
Gradient program  : B Conc. 15% (0.0 min) — 78% (18.0min - 23.0 min) — 15% (23.1min - 33.0 min)

Flow rate © 1.0 m/min

Column temp. : 35C

Injection vol. © 10 L

Vial : LabTotal™ Vial for LC/LCMS, P/N : 227-34001-01
Detection D UVat210 nm
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