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Structures of ltraconazole and Hydroxy Itraconazole

Sample Pretreatment
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Liquid Chromatography Mass Spectrometry
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High Speed Analysis of ltraconazole in Plasma Using Triple Quadrupole LC/MS/MS [LCMS-8050]
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Human plasma 50 pL

<+— Standard Solution 50 pg
100 uL of 100ng/mL Internal
standard solution in acetonitrile

Vortex

Centrifuge
(14,000 rmp, 4 °C, 10 min)

<+—— 100 pL supernatant was mixed with
100 pL of water containing 1 % acetic acid

LC/MS/MS analysis (3 pL)
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Workflow of the Pretreatment
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LC/MS/MS Analytical Condition
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Table 1 &t
Analytical Conditions
Column : Shim-pack GIS (75 mm L. x 2.1 mm I.D., 3 pm) Injection Volume 13l
Mobile Phase 1 A) 10 mmol/L Ammonium acetate in water Probe Voltage : +4.0 kV (ESI-positive mode)
B) Acetonitrile DL Temperature 1300 °C
Time Program :B.Conc. 65 % (0 - 1.00 min) = 95 % (1.50 - 2.50 min) Block Heater Temperature : 400 °C
— 65 % (2.51 - 4.50 min) Interface Temperature 1400 °C
Analysis Time :4.5min Nebulizing Gas Flow 13 L/min
Flow Rate :0.4 mL/min Drying Gas Flow :5L/min
Column Temperature 140 °C Heating Gas Flow 215 L/min
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Analysis Results
A SO FV-IELTerOFo a4 >V —)LbOm
RANRERA Fig. 31C, REMGEI/OX NI T L% Fig. 4

ITRLET,
MEFEE T 10 ~ 1000ng/mL OEET, 1EEIHREL 0.999

MFRNREBROZREDFRE S LUBRMER Table 3
ITRLET,
ECORERICBVT, BIRME 15 % X THDERSE 100
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Results of Plasma Spiked Calibration Standards

NEDRIFGERENEONE LT, mEgEE FREE SEEEIRN
(ng/mL) (%) (%)
STD1 10 1073 2.07
[}
— 9 STD2 50 98.9 152
- €| sTD3 100 937 062
2.0 Itraconazole o To4 <00 99,1 030
10 ~ 1000 ng/mL = : :
1r=0999 STD5 1000 101.1 0.59
STD1 10 100.5 1141
[}
1.0 9| STD2 50 983 447
O ®©
§§ STD3 100 100.1 0.82
T o| STD4 500 102.1 1.15
0.0 I e STD5 1000 99.0 5.55
0 500 2 (ng/ml)
AL QCHMDRAIEER % Table 4 ITRLE T,
20_‘ Hydroxy Itraconazole BIRMEIES5 % LU, EETIE80~105% UATHY, +
71 10 ~ 1000 ng/mL DIEBESLUERENEONE T EHERTCEFT LI,
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i Table4 QCEHMDAIEMER
10— o Result of QC Samples
] MIEFRE =iy EEBRRN
] (ng/mL) (%) (%)
10 S QC1 25 98.7 0.65
R ) 250 98.8 0.82
0 500 - S . .
R (ng/ml) £| s 750 103.3 038
-5 Qd 25 813 327
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Calibration Curves '39:\8 QC2 250 90.4 4.36
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Chromatograms of Each Concentration of Calibration Standards
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