Waters

SAMPLE EXTRACTION PRODUCTS

DETERMINATION OF CLOPYRALID AND TRICLOPYR IN RIVER VVATER

HPLC/MS METHOD
COLUMN: XTerra® MS C 3 2.1 x 100 mm, 3.5 pm
PART NUMBER: 186000404
MOBILE PHASE A: 10 mM TFA, pH 2.1
MOBILE PHASE B: ACN
GRADIENT: Time Profile
(min) %A %B
00 75 25
6.0 10 Q0
FLOW RATE: 0.2 ml/min
INJECTION VOLUME: 20 L
DETECTION: MS ESI*
Multiple Selected-lon Recording (SIR)
INSTRUMENT: Alliance® 2695, Micromass® ZQ"
HPLC/UV METHOD
COLUMN: XTerra® RP,5 4.6 x 100 mm, 3.5 pm
PART NUMBER: 186000438
MOBILE PHASE A: 10 mM TFA, pH 2.1
MOBILE PHASE B: ACN
GRADIENT: Time Profile
(min) %A 7%B
0.0 80 20
20.0 20 80
FLOW RATE: 1.0 mL/min
INJECTION VOLUME: 50 pl Cl N ~COOH
DETECTION: UV @ 290 nm U
INSTRUMENT: Alliance® 2695, 2996 PDA cl
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OASIS® MAX EXTRACTION METHOD
Conditions for Oasis® MAX Cartridge, 6 cc, 500 mg

Part

Number 186000865

MTBE is employed as elufion

PREPARE SAMPLE:
pH 510 8

solvent (elute 2) fo minimize

humic inferference from surfoce =t
water. Therefore precondiion
with this solvent.

3 ml each: MTBE* /MeOH/H,0

CONDITION:

LOAD:
300 ml sample

3 ml

WASH 1:
50 mM NaOAc (pH 7)

Clopyralid is a stronger acid
than formic acid. Therefore,

WASH 2:

4 ml methanol

formic acid cannot be utilized

fo elute this compound from
Oosis® MAX sorbent. TFA
was employed for elution of

—_—

4 mL MeOH/MTBE/TFA** (89:10:1)

ELUTE:

clopyralid.

EVAPORATE AND RECONSTITUTE

* methyl toutyl ether

diethyl ether can be used as an dlternative to MTBE
** TFA - frifluoroacetic acid
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TRICLOPYR

COMPOUNDS % Recovery (% Recovery + % RSD, n=5)
Drinking Water River Water
04pg/L 20/ 04pg/L 20 pg/L
1. Clopyrdid 100 (8) 110 (4) 94 (5) 110(2)
2. Triclopyr 85 (3) 87 (2) 82(11) 81(8)
1. Clopyralid
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