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Table 1 D&M
Analytical Conditions

Column (I) : Shim-pack VP-ODS (150 mmL. x 4.6 mml.D., 4.6 pm)
Mobile Phase : Methanol / 50 mmol/L Phosphate buffer pH7.0 (3/2)
Flow Rate : 1.0 mL/min

Column Temp. : 30°C
Injection Volume : 20 pL
Detection (A) : UV 290 nm
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Table 2 D5t
Analytical Conditions

Column (II) 1 STR-ODS I (10 mmL. x 4.6 mml.D., 5 ym)

Mobile Phase : 100 mmol/L Ammonium Acetate

Flow Rate :5.0 mL/min

Column (1) : Shim-pack XR-ODS (50 mmL. x 2.0 mml.D., 2.2 ym)
Mobile Phase : Methanol / 10 mmol/L Ammonium Acetate (3/2)
Flow Rate 1 0.2 mL/min

Detection (B) 1 LCMS-8030 (ESI)
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Table 3 st

Analytical Conditions

Column (II) : STR-ODST (10 mmL. x 4.6 mml.D., 5 ym)

Mobile Phase : 10 mmol/L Ammonium Acetate

Flow Rate : 5.0 mL/min

Column (1) . Shim-pack XR-ODS (50 mmL. x 2.0 mml.D., 2.2 ym)
Mobile Phase © A; 0.1 % Acetic acid aq.

@ 10 mmol/L Ammonium Acetate

_ _ B; Methanol
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M1 (m/z 394.2) IM2(m/z 508.2) IM3(m/z 569.2)
R.T.(min) Area R.T.(min) Area R.T.(min) Area
1 13353 | 520894 | 13258 | 273084 | 13047 | 167315 125150 min
2 13381 | 512,177 | 13284 | 259,097 | 13.075 | 164,805 mAU :
3 1347 507,981 13393 | 260,198 | 13.165 | 161516
4 13486 | 521,671 13432 | 263336 | 13.182 | 161514 | o
5 13428 | 521411 1337 271433 | 13112 | 170,422 6 \
Average | 13424 | 516827 | 13347 | 265430 | 13116 | 165,114 o
RSD(%) 042 1.23 0.55 243 0.44 2.33 4
Area Area Area 3
st V0 | IM2 o] IM3 2, W
oo} 12=0.99897 1ooo000] 12=0.99928 r2=0.99900 -
750000
2000000 7500003 0
1500000- 500000
500000 T T T ! T T T T
1000000 . 250000 0 25 50 75 min 75 100 125 150  min
500000 2500003 ) :
. . . . . . : ‘ : 1st Separation 2ndSeparation
00 50 100 00 50 100 Inj. Vol. 00 50 100 Inj. Vol.

et SR RVER

Fig.5 A4 IM1 ~ IM3 0 MRM BIE
MRM Analysis of Impurity IM1-IM3
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2-Dimensional Separation of Impurity-A Peak
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