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1. INTRODUCTION 

1.1 Scope of the Method 

BASF Analytical Method No. L0109/02 was developed to determine Dimethenamid-P (656 H) 
and its metabolites M23, M27 and M31 in soil and sediment using LC-MS/MS at BASF Crop 
Protection in Limburgerhof, Germany. This report represents the validation by an independent 
laboratory, Critical Path Services, LLC in Garnet Valley, Pennsylvania. 

The independent lab validation was conducted using two fortification levels, at the LOQ 
(0.005 mg/kg) and ten times the LOQ (0.05 mg/kg) for soil and sediment. Five replicates were 
analyzed for each fortification level. Additionally, one reagent blank and two replicates of 
unfortified samples were examined. 

1.2 Principle of the Method 

Soil and sediment samples (5 g) were fortified, using a micropipette, with stock fortification 
solutions containing all analytes and then extracted with methanol/water (60:40, v/v). An 
aliquot of resulting solution was analyzed to determine the residues of BAS 656 H and its 
metabolites M23, M27 and M31 using LC-MS/MS. The transitions for BAS 656 H at 
m/z 276 → 244 and at m/z 276 → 168 were monitored in positive mode for primary and 
confirmation quantification, respectively. The transitions for M23 at m/z 270 → 198 and at 
m/z 270 → 166 were monitored in negative mode for primary and confirmation quantification, 
respectively. The transitions for M27 at m/z 320 → 121 and at m/z 320 → 80 were monitored 
in negative mode for primary and confirmation quantification, respectively. The transitions for 
M31 at m/z 346 → 240 and at m/z 346 → 198 were monitored in negative mode for primary 
and confirmation quantification, respectively. 

1.3 Specificity 

To demonstrate the specificity of the analytical method, one primary and a confirmatory mass 
transition were monitored for BAS 656 H and each of its metabolites M23, M27 and M31. The 
method was able to accurately determine residues of BAS 656 H and its metabolites M23, 
M27 and M31, and no interference was observed at the retention time of the analyte peaks. 
The product ion spectra of each analyte to justify the transitions being monitored can be found 
in the validation of this method (Reference 1) 

2. REFERENCE SUBSTANCE AND SAMPLING HISTORY 

2.1 Test Systems 

The test systems in this study were soil and sediment. 

The control samples were provided by BASF. The soil and sediment samples were both 
received on June 8, 2017. Upon arrival at the laboratory, the samples were opened, 
inspected, and checked against enclosed shipping forms. The test systems were received 
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The residues of Dimethenamid-P (BAS 656 H) and its metabolites M23, M27 and M31 are 
extracted from 5 grams of soil or sediment by adding 20 mL of 60:40 methanol:water (v/v) and 
by shaking for 30 minutes on a mechanical shaker. After centrifugation, the supernatant is 
decanted into a 50-mL plastic centrifuge tube. Twenty mL of 60:40 methanol:water (v/v) are 
added to the soil or sediment matrix and the sample is shaken for another 30 minutes. After 
centrifugation, the supernatants are combined into the same 50-mL plastic centrifuge tube and 
diluted to 50 mL with water. The sample is diluted further in a separate container with another 
50 mL of water. The sample extracts are then analyzed by HPLC-MS/MS. Instrument 
parameters are described in Table 26. 

The primary (quantitative) and secondary (confirmatory) transition ions monitored are presented 
below: 

Analyte 
Transition (m/z) 

Polarity 
RT 

(min) Primary Secondary 

BAS 656 H 276 → 244 276 → 168 Positive 7.9 

M23 270 → 198 270 → 166 Negative 6.6 

M27 320 → 121 230 → 80 Negative 6.1 

M31 346 → 240 346 → 198 Negative 6.4 




