Waters

SAMPLE EXTRACTION PRODUCTS

PROPRANOLOL IN RAT PLASMA BY MIXED-MODE SPE AND LC/MS/MS
(LOW ELUTION VOLUME)

HPLC METHOD

OASIS® MCX GENERIC EXTRACTION PROTOCOL

Conditions for Oasis® MCX pElution Plate
Part Number 186001830
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COLUMN: Xlerra® MS C,g, 2.1 x 30 mm, 3.5 pm
PART NUMBER: 186000398
MORBILE PHASE A: Water + 0.5 % NH,OH CONDITION:
MOBILE PHASE B: ACN + 0.5 % NH,OH 200 pl MeOH
) [
FLOW RATE: 0.2 mlL
GRADIENT . ml/min o EQUILIBRATE:
: fme rofie 200 plL Water
(min) %A %B I
0 5 Q5 LOAD:
] 95 5 50 L spiked rat plasma
TEMPERATURE: Ambient LolAD
LC INSTRUMENT: Alliance® 2795 :
anee 50 pLIS (10 pg/ml) in water
[
MS CONDITIONS WASHT.
200 pL Water + 2% FA
MS INSTRUMENT: Micromass® Quattro Triple Quadrupole™ T
ION SOURCE: ESI(+) WASH 2:
SOURCE TEMP: 150 °C 200 pl MeOH
GAS CELL: 2.0 &3 bar Argon ELUITE
DESOLVATION TEMP: - 350 "C 25 pL ACN:IPA 4060 + 2% NH,OH
DRYING GAS FLOW-: 500 L/hr I
CONE GAS FLOW: 50 L/hr DILUTE: 50 pL water,
CONE VOLTAGE: 25 volts Inject: 20 pl
COLLISION ENERGY: 20
CAPILLARY VOLTAGE: 3.5 Kv
MRM TRANSITION: Metoclopramide (IS) m/z 299.8 = 2267
Propranclol m/z 259.9 =154.9
Aniriptyline m/z 278.1 =232.9 NEW! OASIS® pELUTION PLATE
Nortriptyline m/z 263.9 =190.8 T
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CALIBRATION CURVE PROPRANOLOL
- MRM of 2 Channels E:
0.7607 . A_ /B
Coefficient of Determination: 0.997271
Calloration curve: 3.21474¢7 * xA2 + 0.000431329 * x + 0.00751303 2 S —
Response type: Infernal Std ( Ref 2 ), Area * (IS Conc. / IS Area | s os MRM onCh;;S;Is:?;A
Curve type: 2nd Order, Origin: Exclude, Weighting: 1/x2, Axis frans: None 007
Propranolol 1 ng/ml
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Concentration (ng/ml)
-I 32 Micromass Quattro Triple Quadrupole, XTerra, Alliance, Oasis and Waters are 'mderg%g;\%}gzlCcoc?ra;orz‘t?gn



