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Syngenta Brodifacoum March/2004
Doc IIIA, Section 2 Identity of Active Substance
BPD Annex Point 11
Subsection uoszﬁ(;il‘;‘l
(Annex Point) y
2.1 Common name Brodifacoum
(IIA2.1)
2.2 Chemical name 3-[3-(4'-bromobiphenyl-4-y1)-1,2,3,4-tetrahydro-1-napthyl]-4- X
(IUPAC) hydroxycoumarin
(ITA2.2)
2.3  Manufacturer’s PP 381,
development code WBAR117
number(s)
(IIA2.3)
2.4 CASNoand EC
numbers (ITA2.4)
2.4.1 CAS-No [56073-10-0]
2.4.2 EC-No EC No: 259-980-5, X
EINECS No: 289-980-5
2.4.3 Other
2.5  Molecular and
structural formula,
molecular mass
(IIA2.5)
2.5.1 Molecular formula C3;Hy3BrO;
2.5.2 Structural formula
2.5.3 Molecular mass 523.4
2.6  Method of Confidential Data
manufacture of the
active substance
(IIA2.1)
2.7  Specification of the  >/=950 g/kg (/=95 % wiw) X
purity of the active
substance, as
appropriate
(ITA2.7)
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Final Draft September 2002
Syngenta Brodifacoum March 2004
Section A2.10 Exposure data in conformity with Annex VIIA to

Annex Point 11A2.10

Council Directive 92/32/EEC (OJ No L, 05.06.1992,
p. 1) amending Council Directive 67/348/EX.C

2. Non-professional Users
including the general
public

(1) via inhalational
contact

(ii) via skin contact

(111) via drinking
water

(iv) via food

(v} indirect via
environment

2.10.2 Environmental
exposure towards
active substance

2.10.2.1 Production

(1) Releases into
water

(111) Waste disposal

2.10.2.2 Intended use(s)

The study referred to above showed inhalational exposures to be
significant only when decanting. However, it 1s not general practice
for non-professional users to decant bait.

Secondary exposure via the inhalation route is expected to be
negligible as the formulation is not volatile and difenacoum has a
vapour pressure of 6.7 x 10710 5.4 x 10714 Pa.

Using a representative worst case grain bait, the study referred to
above showed the following dermal residues:

Loading bait into bait points
and placing bait points: <10.06 mg product per manipulation

Clean-up and bait disposal: <12.59 mg product per manipulation

Secondary exposure via the dermal route is expected to be negligible
due to the requirement to place baits in inaccessible locations.

The manner of use of rodenticides precludes contamination of ground
and surface water.

The manner of use of rodenticides precludes contamination of food
and feedingstuffs.

The manner of use of rodenticides at discrete bait points precludes
indirect exposure via the environment.

(ii) Releases into air _
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Syngenia Brodifacoum

March 2007

section Ad.2 (c)
Annex Point ITA4.2

Analytical Methods for Detection and Identification

of Brodifacoum i water

suhstances

3.5 Recovery rates at

TABLE 4 Drinking water: recovery at fortification level L1 {0005 ugiL)

d ifferent levels
Code Ay Cg i1l Vg Vi BOF Racuufry
Mumber [egimi) | fmL] mLr {ng'L} (%]
| Bank1 0 5 50 10 nd. |
Eb’k.; (] - [n¥. i} 1.0 nd.
Spkn L1t |nseTizn| o8 050 10 | hMzE | B85S
Epise L1-3 | 11864720 uns 0.50 10 | nss ar.a2
" Eemeii3  |izioreat| 008 | 050 10 | opass | wt |
T Epkelia |17aEsoso| ooe | 050 10 | ooesa | sems
Spka L1--5 11385790 008 osn 1.0 00417 EX 4G
pro YT o
[ Standard dewiason (5.0 1| 00017 132 |
== Coaficant ol Varisson [C.V- %) || 20% TE%
TABLE 5 Drinking water: recovary at fortification fewal L2 (0.5 poll)
Cade Ay | cutn I Vg Vi BOF | Recovery
Musnbar [=gimi) | [mL) Lk nml) [}
[ .Elinnl: 1 ] 1.50 14 riad ==
Alank 2 (4] 1.800 1.0 fad,
Sphal21 | 2eB0AIR0| 02F 150 10 4022 | D045
Sole 02  |24460340| 037 15 1o | oaess | rasn
" Epiml2s  |gdsanesn| 0T 150 10 | oom | soos |
| Bpkeiza |zencsssa| 026 180 10 | o3ssa | 76T
Spkalas | eTassiza| o 150 THE
Mo vakia | 0412 128 |
= Standard devistion (5.0 1| 0027 | 584 |
Coefaan] of varsion (GV. %11, 7.2% 7.i%

X pormeciad fior maan coninel esidae wakes
(1) Quariification with ihe Inear calraton curve for fortfied sampios L2 and wih
i bovweesst panciand calibration byl for fortfied eamples LY arl fior control sespias.

fd,  rot deieched, lowar than L O (0028 ugl)
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Syngenta

Brodifacoum

March 2007

~ection Ad.2 (c)

Analytical Methods for Detection and Identification

Annex Point ILA4.2 of Brodifacowm in weater
TABLE & Drinking water: recowvary at fortification level L3 {5.0 ugiL)
Ceda o e [ v | v | st | seeoven
Huiriir [pgimbly | {mi] ) Lgil] 4.1 B
Banki | & | 1oom 18 n.d
Bankz | © 1000 10 nd |
Epkos L3-1 31481060 s 10,00 1o A.7976 Th.EL
Bpkali2 |ME437R0| 043 | 1000 10 | A3am | BeET
Sgike L33 | 309680 O35 1G04 19 6150 23
Spike L34 |37210840] 047 .04 10 47379 84,58
Lt ety wnd i Kooty e S el ot
Spike L35 |10073260| 020 10.00 18 304 B85
Wean vaue | 400 B1F
Efandard deviation {5.0.} ;| Q4008 b
CoaMciont of Varation (€. %1:] so% | sow |
TABLE T Drinking water: recovery at fortification level L4 (50 ug/L)
Codo & Gy 1] Vg Vi BOF Recovery
Humiber | fegimi) | Ly iLh ingL) Lk
Eark 1 o 12500 10 i
Biark 2 0 = | 2ac0 | 10 n.d
| Spholet |Meiiin| 043 | tesco | 10 | saese | 0nTs
Spke Ld-2 I FEEATEDR 042 12500 12 82 2422 10448
Spkeldd |msoann]| 033 | 17800 | 10 | duesas | oear
Epka L4-4 342332880 042 135,00 i0 B3.0518 | 0650
Bghe 45 |Z60B30] 035 | 12500 | 10 | 438883 | E73m |
5 Mean wakes - | 48,885 97.8
Standard deviation (5.0 8.1681 1G4
Costiicient of Varation {C.V. %) TIL6% 1%
sreciad Tor mean coninel meke vae
i1 Quanifizstion with the Inear caibrrtion curse for fortifed ssrples L and L4
o with the lowest standand calioration evel 1or control samples
nd, ol gabectad, keess than L0 (00025 padl)
351 Relative standard See tables above (3.5
deviation
3.6 Limitef The limit of quantification (LO0)) of thiz method iz defined as the
d etermination lowest validated lewel, ie. 0.1 piml, cortesponding to 0.05 pgl in the
water matrix samples.
The limit of detection (LODY of this method iz defined as 30% of the
lowest validated lewvel, ie. 0.05pg'ml corresponding to 0.025p g1 inthe
water matrix sample.
3.7  Precision Won-entry field
371 Eepeatahility Dirinking water: Repeatability and recovety tests.

Litear calibration with working standard solutions

Brodifacoum Standard 1 Standard 2 Standard 3
(EDF) 01pgul? 0.3 pgml? 0.5ugml?
[z 521 (peak area) (peak area) (pedk area)
1" injection 130216430 27784920 39529660
2 injection 12599940 27066220 37622950
3 injection 14099590 29509050 39733640
4™ irjection 15692900 27853220 39026490
3™ irjection 12675070 26850450 33063780
Iean 13619030 27812780 38267304
a0 1169893 934164 1725493
CV (%) 8.59% 3.36% 4. 67%
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Final proposal by Fraunhofer [TA
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Syngenta Brodifacoum Dec/2003

Doc ITIA / Section 4.2 Analytical Methods for Detection and Identification

BDP Data Set IIA / Analytical method for the detection of the active substance brodifacoum

Annex Point Iv.42  nsoll

OfTicial
1 REFERENCE use only

1.1 Reference Koubek KG and Ussary JP (1979). An HPLC Method for the
Determination of Brodifacoum in Soil. 1CI Americas Inc Report
Method No: TMUO423/A (unpublished) [F2.1/04].

12 Dataprotection |

121 Data owner |

122 Companies with |

letter of access

123 Criteriafordata |

protection
2 GUIDELINES AND QUALITY ASSURANCE

21 Guideline study No guidelines available, but the method is in accordance with the
principles given in the SANCO/3029/99 guidance document.

22 GLP |

23 Deviations |
3 MATERIALS AND METHODS

3.1 Preliminary

treatment

3.1.1  Enrichment Samples are extracted with 30% methanol in chloroform and the
insolubles removed by filtration. The solvent is removed with roto-
evaporation and the residue is then redissolved in 15% methylene
chloride in cylcohexane.

312 Cleanup Interfering substances are removed by gel permeation chromatography.
The solvent 1s again removed by roto-evaporation, and the residue
redissolved in HPL.C mobile phase and analysed by adsorption
chromatography using a u.v. detector.

32 Detection

3.2.1  Separation method HPLC using pPorasil stainless steel 30 cm x 3.9 mm 1.d. column, with a
flow rate of 1.5 ml/min and a mobile phase of 75 parts cyclohexane: 25
parts methylene chloride: 0.6 parts glacial acetic acid.

322  Detector u.v. detector at 254 nm and 0.05 AU full scale.

323  Standard(s) Analyte (brodifacoum) as an external standard.

324 Interfering None - these are removed by the gel permeation step.

substance(s)
33 Linearity
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