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imidacloprid and its relevant met@%l& S. & 400 @ O & O
Dates of biological work: Ju@gzgﬁ 24 1@%@011 analysis: Septg{%bg?QZ%Q— %@, k@S).
: \ U3 W2 & AT D
Dates of analytical work:@c;i%x{g\?)g\\& ?3‘%’ , 1998. R\ OQ@ \\6 @0 <&
5 . O e 0
8“\0 IO N ) L &
s . ORI . 0"00\]3@@
Findings: Residues gﬁra@% p&ﬁ%%\@a@%es and 1n the fora %@\SQ@@' gé%\oq,
& O &g (O 0 & @
RS N o 0 & o I
Type of Sample&(/ B\ Xe &OQ’ &Q@ Q& K uoe)oﬁe%& mg/kg] *
& LY & . § o o
Q Q}\'Q N\ {(\ Q} Imidaclops RS 0Ole nN Hydroxy-NTN
S O O SR
Corofgampes, & O SRR
~ o8 o) )
: 01 2 \© <0.01 <0.01
& 02@? Q@)I‘%@&Posure Q/(/ e & (\5\ O
o>’ Honeyb cs\a tg&:xposure s\a& .@évo. Qg 3O <0.01 <0.01
0)@@(\ Qéﬁape na&%n@%pled by bees \?\O %$0\<\<9§0(15\0 \\g\\(’ < 0.01 <0.01
&:\‘9 .\'60 Raped&:ctg?sampled with micro—-QQ} \QQ' Q,IQO &OS\ <0.01 < 0.01
o> Qb\ cap%ﬁa&i@ from the flowers Q&O @0\\ ) Q/Q&O $(\Q’
\
\}@ O '&%p lossoms NS Q,\@ < 8@1 <0.01 < 0.01]
O(J \6 A2 N Q,(\ M0 \
O (¢ Rape pollen sampled by lq?res@ A <0.01 <0.01 <0.01
> 9 tment Sample & & Qo
R\ (\5\ eatment sSamples  x_ 6 A
0&\@‘ %" Honeybees beforgxp&&nre &\\ é'\\" <0.01 < 0.01 < 0.01
\0\\(’ Honeybees aftggcexposure 0{,\0 Qé <0.01 <0.01 <0.01
Q° Rape necta&@mpled by hg’es% ,QQQ’ <0.01 <0.01 <0.01
Rape nectar sampled with micto- <0.01 <0.01 <0.01
capillaries from the %ﬁ%v
Rape blossoms ' <0.01 <0.01 <0.01
Rape pollen sagﬂgled by bees <0.01 <0.0] <0.01
e e — —
* Limit of quantitat'@qﬂz 0.01 mg/kg.
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1.0 SUMMARY
Report: _ Residues of Imidacloprid and
Imidacloprid Metabolites in Nectar, Blossoms, Pollen and Hog\m'y Bees S%mpled
from a British Summer Rape Field and Effects of These Ii\&\ldues on | raging
Honeybees & Qf
Bayer AG, unpublished report No: SXR/Am 003; 19995@%/@.4. (é\\Q
(Appendix I contains data from study RA-2038/98) &% & (;\é“ &
O ¢ L&
% ¢
Guidelines: Internal Testing Method @QQ)&Q)} &6@ ’&Q\P
Deviations: not applicable &&\Q 0\0 QGQ’ QJCQ
Q o X )
GLP: yes (certified laboratory) .\gf QQ}\ o @& 6@%@ @Q}’\&
N N\
Material and methods: Poncho FS 500, a.1. content:q/%@.\?é/@ ﬁ?etiggt@‘l\uthrin & 428.2 g/g\@ ,&0&
Imidacloprid; specification (formulation No.: 030 bg&e%\én g@&@%, developmental N%‘.:. (&0 &
00195939); test product: rape seed dressed with 245 1/dt %@C@K&\%OO; drilling rateg\@igﬁa. 600} @\e

. \
Under field conditions small beehives (appr. 58@\%&0 ?h@qéz\éﬁfere caged on ﬂow@%@%umm\gas ,{@0
rape plots (60 m 2, drilled on 20 March 98) Q@\a émrg@jﬁ’ng&ﬁe@:e for rape nectar qﬁ% gipe polge}i.(jé\
Nectar was also directly sampled from ﬂgQ%aé&\\vi@ing Qiﬁé\ettes. In additioné\ v&r%{&fege@ ,\5)&
sampled by hand. The honeybees usegﬁas @ngl%‘r%We(@observed for signg}%f géﬁ@ﬁo&& ®@&

impacts. All samples including the n@%e@% w&}esgﬁ%jected to a I‘ESid\L\J\é’a%@l\y\S}&\f&gf R
) O . A

QO

Observations: No behavioral impacts (e.g. apathy, exaggerated motility, discoordinated
movements) or suspicious mortality was observed on the honeybees used for collecting rape

nectar and rape pollen.
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2.0 INTRODUCTION

T'he rape samples were analysed for residues of imldaclo_@ﬁd @Cnd 1ts ine@ and hydroxy
metabolites. These metabolites were considered as rele@nt&?mce %by‘eygl\s?ave a chemical

structure closely related to the parent molecule and v&rego servg‘:l 18$lant metabolism

studies in significant proportions (up to approx. IQ@/AO\ ° &‘9
Q
3.0 EXPERIMENTAL &8 @\* 0)« g 40 N IS
y @é é\\o 06 ¢ (\@ 3 § &
3.1 Test Substance Qf\ ) \g(\ @(\5\ 0&\0 &Qz 6O(J &
O . O
Test Substance: 400 @%n@% E\§>5 O@)Q’ O&\ &Q \\9\(’ s\'{&c’
Active Ingredient(s): &O \Q/ (3@, e{éecﬁ?@uthrm (FCR 4545) \\é\\ Q,O\ ,&c,o
S N ng) kﬁud@ oprid (NTN 33893) © \ RPN
Chemical Name(s) of AI(s): \f_&o &\\Q' @ C{E’tLOPROPANECA L@‘X’L\@ ﬁi}ll%%
SR ,\gz? N @9(2 2-DICHLOROE &2@9
ORI & ¥ DIMETHYL-CY
- 0&0’ &OQ O \g 60 PHENOXYPHE E I%R
@0 AN \0@ Q}\ (b) 1-<(6-CHLOR@3-R G‘METHYL?—*--—*
NN & & & N-NITRO- 2 ﬁM@S}A INE
CAS Number ofAI(%Qf’ N @QS é\,\o‘zf (2) 68359 -3 g
@ S 6@ NG (b) 1382616—34 93 3
o 6@ \ A o 0)
Indikation: o Q\O Q Seed dra&mg, Q/\Q
ProductNum@%r 06 @Q ¢+ Q<2, 019%&% q} 60 6\0&
O O NN O ¢
Formulatidi Batch Niniers FL, 030‘°ba§d Qgh no. 06200/0029
No. on@’rt@@&ag@ @Q' Q}\Q CBQA%Q\& 46},@1
Al te@t (age. toO' Apalysis): g
()(Q & ot O &\gga 0) A (33-‘(2 SOQ
O & & & ¢ ‘
@@@Ng@c{& & 2 s
D ¢ 5\ \0\ 60 b&ﬁPL, ext. Std.
Q/{\ ante 01‘"@%@@15 (c\ Y \\\(’ &bp\&ﬂryfl 1998
60 Exp@&\ F O 0 6F@js;ruaryzl 1999
0 O & &
®@ QQ P@(su&a] Appearance: Q é\ (Q & Qlark blue suspension
O R p%@ﬁic Density: O\f@ @@Q 0{3‘ ;\\o‘\ \,@@ 1.151 g/ml
{&6 @Q Q@oraﬂe Conditions; X Q (}\ « ‘0\\ O Room temperature
¥ g Q/\(\Seed Dressing Rate@xl"e@%d In the k@y 2.5 I Poncho 500 FS per 100 kg oilseed rape
Ng \ \\ & &(0 (= 1050 g/dt Imidacloprid & 200 g/dt beta-Cyfluthrin)
\\(,0 bo(’ \} Q’ (analytical findings™: 1019 g/dt Imidacloprid).
Q\\\O Seed Drlllll}\g\\Rate Tested @thc}ﬁ‘%tudy 5 kg seed per ha (30 g per 60 m *plot)
Q O\} (seed variety: ,Lisonne*: summer rape)
Safety Precaution: \\\ Routine hygienic precautions
\\\‘ &
3.2 Reference Su@?ance
Q/
C)

For this t@cﬁe of material and use pattern, a reference compound 1s not specified.

" Dressed seeds were analysed for imidacloprid only (P 67294708, MR-311/99).
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3.3 Execution of the Test

The sampled study plots were drilled on March 20, 1998 (reserve plots drilled on April 6,
1998 but these plots were not used in this study). Sampling of nectar, p&}.len, flowers and

honeybees and the behavioral observations were performed between June 23 and 24,

1998. & oF
O QO
Sponsor: BAYER AG Q/(‘\O Q &
GB Plant Protection &OQ \(’\& ,@é\ Q'
Marketing - Seed Trea@nq}q@%Dr. K@Rn/ tmann)
D-40789 Monheim¢® o O
Q \(\Q/ ¢
Study Director: > ’&Q\'
Cultivar Manager: Q/(’\&"’ (JOQ
x5
Trials Officer: .@6\ O‘{&

*- » &
Responsible Analyst: @ @Q/ .
Study Technicians: 0&\0(\ {&\Q’g. 60(’0 &QQJ

&P © W&
\O‘ & ) s\{&
Quality Assurance: S\\Q N\ S O
¢ L
Laboratory Study Number: 0 &c.,o\ C.)}é\ 6& i\&\
Q TS Q:&
3.4 Origin of Honeybees e ¥ & & P O
- O RS | O £\ O x¥ SRS _
The honeybees used for pollen afid nectarsampling were supg 1(% I a\a rcial

British beekeeper
The nucleus beehivés (appr.25,000.bées each) used for the test wergtransported to the
study site 1n the g&e{}%@%@f{ﬁ%ﬁ and returned to t&g%ég&%i ‘% gd‘é\%qég\n June 25, 1998.
@°\$ & 0 {006 . @6\0\\660 & 5 |
3.5 P;*ocedur%&@” ‘S&@?d\\&%@g’z‘%@@and Dispatch of {g&t @%g@sct@O é\o&
QIR 5 OYRPAN
Rape s@s&%’(\a{@ty o B N nne*; TGW: 2.8 @Q\qc?egc‘g\a@ i@\@a Centauer coating machine.
N\ § .
Somg&@@% ((il % %1308 FS 500 were ad%@ﬁ 2@&%501\%@\{}3 seed together with 450 g
Tg(g@u{\w%@@ggfbgm no. 868426) an&%@%@QQﬁSQ&conds at 300 RPM.
(\\QO&@}@Q C&O&Q'\O\}(Q
& & OO ARSI
3. 8\%\ é&%atioz\&@fé&g Trial Site and Dg&%@%gﬁ“o@e\ﬁudy Plots
Q Q NI AR
. \QO{&QPQThe gj&qél \[&e was located 1n tbg\ Qfﬁnﬁ%\f &f:t&hé\'hayer UK experimental EIm Farm. Before
Q/Q& 3 sumtnetrape, the field wag\ﬁrc&\/n &&%@%r s in 1997.
0@ o O ¥ ¢ & @& 3
L é,\gf hgqi% were two rows \Q@% @fiteg@p]g(tg Q’C rape plants each separated by a 0.5 m butter
O (OQ‘ i\‘sﬁp. Plots in each row ﬁrq%qgﬁ\ra@ﬁ by 1 m buffer strips. Each plot had a size of 4x15
& @&‘n with a distance@?%ﬂocm b@e(gﬁ plant rows. The left plot in each row was planted
*" with rape seed%&eﬁ%d witkﬁ Q'@?/elopmental compound. The right plot in each row was
drilled with @@3 control sg'k*:Od.QQi"he test substance was drilled in the middle plot of each

row., Saruﬁ’ing was d\@(’e&e‘ﬁgﬂy in the lower row (upper row served only as a reserve plot).

Plot management ig\\i%p{g?ted in detail in study RA-2038/98).
) éi"
ﬁ\
3.7 Drilling of th\e@&ape Seed and Calibration of the Seed Machinery

The contrci\l,Qg’lot was drilled with 5 kg/ha (= 30 g per 60 m?plot) untreated rape seed
whereasthe treatment plot received 5 kg/ha rape seed coated with 2.5 I/ha Pocho FS 500.

Prior to sowing the proper functioning of the equipment was tested. The equipment was
adjusted according to the preconditions (e.g. seed density).
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3.8 Cultivation of the Plots

Ireated and untreated plots were cultivated in the same way according to the practice of
the region. Before initiation of sampling, no protection treatments \3@& than tlg}@ seed

(reatment was necessary. O N\
y &\ O
o O
& $
3.9 Sampling Procedure chf\ & {Q(Q
O QO \’Q/ Q
Installment of bee hives ,&o’“ &QS’ ,@Q’% @06

& A\
At the time of full rape blossom, tents of 4x4 m and Zérﬁg)l&e\?ght u{@r@eg@fgtalled on the

control and the treatment plot (see F 1g. 1). The ten@%g@isted@% Q@Qaluminium framq),
covered by gauze material (2x2 mm mesh s1ze). Q/EQorQh\aQ\dlirgvo ufposes, a walkwayqﬁy?as

created by removing all plants along a 50 cm t@ﬁas\eﬁbt g@t\&(é%go € tent entrance a\{mﬁ\ the &

opposite end. One bee hive was placed at tl*@’*ﬁzénz@Q Q@qﬁa%‘@va&kway opposite to Qm% entrance,*

in the treatment plot. The day after instal]\xﬁe@é lﬂ@\e@tggfces were disclosgd‘a%d O’é\ 23

o
honeybees were allowed to forage on tl}\@qé y@ef(%@&/itﬁm the tent area. 5{&0&@ plaqi(jr@ 0$
¢e

the beehives on the plots, appr. 100-%@ &@Q’nﬁ% \g{éqf'e sampled to getb a@ﬁ sarr{?(%s;\&‘?
honeybees and honeybulbs for the residhe Q@?oxéjh’? "Ql?l?e sampled honeyél’g@ ‘E&Ieée préd Q
Q o .

as described in the subsequent cﬁaﬁ&& O}é\ & RO & 6\5‘9 i\&\
2\ 07 & A @70 &L
Sampling of Nectar from th {eo 0&% @QJ’/ ,@éﬁ’g@\ﬁ\ s\&@i\\&\q&\o& .\000 &Q:{Q
Y A\QO
On the two days day jollg@%m@qh&g(g\gﬁgt@h%ent a total of ab@g} g‘@OCj@gl@\% o5 were

sampled with tweezer%ﬁrgoﬁ)@f\\f‘ro@ rgp% flowers after wz@%&nﬁ giélg\.%gc?eeding over

about 10-30 second%g\& | sa@?plgﬁ 13@%5 were killed by ﬁ@eaﬂh%@%@c@ Dead bees were

stored on dry ice igf’dz}@& 1 .an%l,. \@f’the end of each sgﬁol%liﬁ%o@a&ét\g@\e latest, transferred
to a refrigerator&&l Qto Sz’zozd&)oﬁt the end of the s&@dx&h@?&@l%@were shipped to
Monheim on dry Q;éeé{n?d Qfﬁrtggi‘ retained at - 20"'&@D l\gﬁil g?éggﬁ‘at&n of the honeybulbs.
Honeybulbéqi\w& &a?n d@\?f fixing the frozeéi\eiﬁggﬁe gge%%,%&qfweezers and drawing off
the abdom%x@cr}ocné tl&”@ ody. The honeybulm\w%@\d@l g}ﬁﬁ\ “from attached fluid and

tissueﬁn&ﬁ@d@e@@d from the oeso \\gk@, c@\\ll éhﬁn(@? ulbs froxp one treatment
group \Xéreopo%&é\dgﬁtm an Eppendor%c %'%?lgﬁ}‘la@\d%&ﬁored ondry ice. Afterall
t3 er@p%@’p red (&t the end of each preparation day at

Q;\%@‘i‘?e ee\g\*qga 1§®ective treatmen
N\ : : o : :
& 1‘?&@5@3{6@“&& ed honeybulbs w E”Z gﬁég@(\g%. g@fﬁ-lgerator at -20°C until residue
.\O

€
\ D)
Q}\@ \\gm%lymi@@eg)@ .10). & R

, NI
&y 60(’ San;@%{gb%f Pollen from th%ﬁqgé’ybé\;%\\(’ &0\
th

®

S N O @ .
¢ prepared bees, Qpiﬁl@ﬁ %o% efs 6&@1‘6 removed and stored in a refrigerator at -

0 o & NS %&QJ
\ . N A
Q}sQ Sampling of Nectq{\cﬁggq thé{{@?yso Flowers

Q VL5 . .
g&m}ﬁ\i’mg, li\e;?}vg@n 10 and 20 flowering rape plants outside the caged area

were covere%&a\} plastic gé)gsqﬁb prevent insects from foraging on that flowers. On the

next day, nectar was dg%c@}qf drawn from that flowers by 5 pl micropipettes After
sampling:\he micro\@%e@b’%s were emptied into a 1.5 ml Eppendorf tube which was stored
on dry ice in the fi€ld; At the end of each sampling day at the latest, these samples were
transferred intoQ@\fefrigerator (-20°C) where they were retained until residue analysis (see

3.10). &\@
Q
As a chea@%f possible contamination of the sampled material from €.g. soll particles,

dust, sampling people had to fill a second Eppendorf tube with uncontaminated tap water
during sampling activities. F illing of this checking tube was done in several steps (5-10
pipetting events) from a water storage bottle. The analysis of these check samples
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3.10

3.11

(\
Q
\
0}0 O

R\

Q/\Q) Qf\

3@3 @\bserv@@o@' on Honeybees o
6\ All bﬁ%@oral anomalies O%Q%G@Q®Yb

revealed no residues indicating that the sampling people did not transfer inadvertently any
residues from outside the flower into the nectar samples (see analytical report, page 26).

Sampling of Rape Flowers (\Qj .
O

About 20 g of rape flowers were sampled from plants outside the ten@%rea Aftegﬂ\

sampling, the flowers were stored on dry ice in the field. At the emﬁ of each s@@nplmg day

at the latest, they were transferred into a refrigerator (-20°C) w%éfeghey w%\é\ retained

until residue analysis (see 3.10). O c,
O %@ & Qy
Soil Samples ,&\0’&\\‘ 6@ Q‘p\o
S
Some 200 g soil were sampled from the study field to&‘ﬁ r\é}:terlzq\d%e@&%ll at the study ,@Q&
site. The soil at the study field can be classitied as &a% loa % j;ehe organic carboné\ (,00

content was 1.5 % by weight. The water holdm%si}"ap\@%lt@&vqs dgﬁg’rmmed to be 535. %@ A
H»0O/100 g dry soil. The pH - value (1 KCL) S é\g’[ m‘ng@d to'be 5.4. At the tlrg\% of Q&O

flowering, the soil contained 17.4 g water pg@ IQ@%} x{@%ﬂ&": 31% of the watg@%g}dmg N &\Q}
o ) (’
capacity). 0(\. @o q,%(’ X GQ’& & 0{0 P N
N \0) O ‘\ ‘K((\ Q \C’ .\f‘)
QO S« & I8
% 0 3 Q& o\ O
Sample Processing and Residue An@@s@?x o B\ o\\

o

Sample processing and analytlcqﬁr@tﬁ a&céd\@écrlbed in detail mb@g f

\Q \Q/ {" e
Cl Conditions P % 9?(\ 4006 \g AS\& OQ\\ &0
imatic Conditions urlg@th@\ \Q &0 \0\ R\

\\
During the study, temQ\&\?atuixQe gﬁrd éﬁe@zﬁltatlon events w%c*\re.@x)rg_eg t&‘% tcb?nes per day.
The following recor@é‘u@r\e (gna%e ) Q

Q/
&\O \&\

Q &\}igﬁ ;\Q’ \\

Date ]@s@m atlgh O\ QﬂMm temperature \&a \te
0 es%% QF  ra

\\Q’ (\\\ Q,\Q |
0) 1% Q) (\g& Q} ) -
22 June & (\A R 14 O MO N &Q‘,\ partly cloudy, dry

° O
R &P
23 June\\ & 6\6 @S ‘00 11 O&\\\\ O ;\&\ \6\90) \\2\% stormy, transitorily
AQ >y SRR\ @0 cloudy
T\Q’& \Q 015 & @ &
us(s & 0 O 130 & S8 26 partly cloudy, dry
SRS gi! 2 C{\a 035 Qo '
o
S
0’ O \\(’ N
@és z(yere recorded together with the date ot
0 rgzatlons In partlcuI@R th% fg@?ow(qﬁ‘l%sbehawoural components were noted:

v\ &

&

« Q&\ \QQ/thht 1ntens1ty \\(&\ \;ﬁs\ll‘@@ tx{'ﬁ\es per day, over a period of 10 minutes, the
O 6

N \‘9 60 n\kﬁ%ﬂge? of bees leaving the hive and returning to the hive is
& & b‘rec\éTded
O\

Foragm%qmensny (JO’&\ &}hree times per day the number of bees foraging within a

,\\g\\°’ \;& haphazardly assigned area of 1 m? of flowering rape within

Q\\Q " the tent was recorded during a 3 minute period.
Returning f{@(?ueﬁcy Three times per day, over a period of 10 minutes, the

\\Q’Q number of bees arriving at the alighting board and returning

429‘ to the hive is recorded.
ﬂ\

Behavioral Anomalies: Whenever observed, the following behavioral anomalies
were recorded with the date and daytime of observation:
- exaggerated motility
- discoordinated movements (trembling, shaking, apathy)
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_
Mortality: Any conspicous numbers of dead bees in comparison to the
controls during and after the test were recorded but no

tormal counts were made. | \00; &
N R\
0&‘ Q)
4.0 FILING > @QO)
QNN

All raw data, the study protocol and the original of the re Q@é‘?‘e ﬁleé’v&@n@f’é Central GLP
archive of PF/F, Crop Protection Center 40789 Monhr;:{@&, G. %ége@% samples of the

. . . o & ..
test substance are stored in the pertinent archive of t gg& faci ?ggﬂnch provided or
certitied the test substance. Q}@“ \5\ 0‘\6 &Q,(J &

N NP4 )
\O\i& Q}\Q/ 4 @OQ & &
@ & O O N
O O WO N )
) 60(0\&2}@. \Q\\O &C(‘ &\OQ {,\\@(’ NI
SRR SR & oG
NI IE AR . & &
S 0¥ & S 8o
C d & & & &
0& \(’\&' &Q,Q 6{&6 oS &Q/Q’ A&\ o0 O &Q}'
& ¥ &£ 3 Qx§ \\\S\ N & &
- (O &0 O ( xO SRR
MIROIICONNEC N Q SR
¥ F e O & & A
\ @0) QX @ N o 66 . O @6
O AR AR ¢
97 k@ O Q7 ot .0 &A Q} 20
A ) X\ O & O QO
\'\0\\\@’\@\\ Q,\QO\' (QQ
> &l NN ¥ &3V &«
RS 2’ A QP
& SR B\ RS & «° 3O (&
C‘s’g € SFe & oé\&\ & & e‘é\
S SOOI N O
X 2\ N TR
TR &S O K& O
LS o L& & P
QAN 0 &8 (@ &
O & & . O O & Mo &
S AR C” 0 A
TN L WO R L N & O
& & WO &L &P
O NN RS
v N 10 6\ o) O O W
NI O NISCIEWEINN
0%(2/ OC} Q™ 6{&' @ Q,c) \\.{\\ 6\\(’ s\
: \'6 \6\ N\ OQQJ A\o (Q/‘ \O Q}
) ¥ NPOIFOIEOSS
Q 0)\ 6@ Q/Q ‘é\ &é\ KQ’ o)
NS &7 Q0 & & & O &
C \t} \QQ/ X, &QQ/ & ;00 N
“ O QO O <(\) .\Q\\ )
RS N RPN
2\ O c;\' O
v & R \
Q \}® N Q((\
& N
.\c, \0\\ &\9
N R
WS
& &
N
o>
O
O\
Q
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5.0 RESULTS AND DISCUSSION

5.1 Analytical Findings O
0\ Q}
Analytical findings are summarized in table 1 and given in detail 1n \&analytica&%port
(appendix I). No residues at or above the limit of quantitation wergfound in a&ff of the

examined matrices for either the parent compound or the releva%{%@taboli@(oleﬁn- and
hydroxy-imidacloprid). ,&0Q C& &
& O
| \&\0’ \}\‘9 6@& Q\P‘O
Q

&N ) &
W O ¥ & &
No behavioral impacts (e.g. apathy, exaggerated mo&é}%)\(\éaiscooﬁi@%ed movements) 0L (}00

suspicious mortality was observed on the honeyl{g\eqs Qéck@}&@ll@@fing rape nectar apd L0

rape pollen. Flight and foraging intensity was Qxfg&t Qc;tﬁ’fg@nt&et@en bees foraging 0\‘@‘% &o‘

control and on treatment plots. Likewise, re{\bﬁn' g f@@qg&c&%f honeybees was®ot &
o) N N

affected by the treatment (Table 2). Q@Q’ 3 CQQ} & @ QO &

5.2 Observations on Foraging Honeybees
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Figure 1: Arga ﬁé}n%@% k{@study plots on the{&tu@ gte\\ld@l to EIm Farm, UK).

er&fw @0\@@ with three plots of rap

pl;gi}lts

s‘acl\@f)@ﬁl
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\' W we@
cn‘s{%et(@e
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ant rows. The left

%
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st ce@'as drilled in the mid

%

Q\QE céq\&r

I]

ot o éac
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O 20 @8) Q} & 3N
’&\5 '{“6 & O o \\ &Q" © (\Q}
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agement Is reported in detail in study RA-
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TABLES
Table 1: Summary of the Analytical Findings. &
\L\Q A
& N
Type of Sample Residue Level ékg] ¥ @(\0’
. . AN
Imidacloprid Oleﬁn-g@&“ Hg@%aNTN
Control Samples . \Q% q}‘@ Q}O Q\P\Q
o A 5
<0. L0l ¥ & <o &
Honeybees before exposure 0.01 4@& \OQ 01 xoqb@&g 0.01 o OQ,@
Honeybees after exposure <0.01 & Q&\Q}:O 1@0 6@% <0.01 @@(\ @9
N & Q
Rape nectar sampled by bees < (.01 Q;Q&Q’ Q/&,& 0;29 g&ﬁ 40(\ < 0.01 0\\}\‘@ &0&
. . Q& TP 0 Q Q
Rape nectar sampled with micro- <0.08° 60@ Q/&@. Q“ko Q}C\ﬁ&l <0 Qf& & C}é\ (\Q}
capillaries from the flowers R\ 0%&\ Q/c)&}\ 6‘2’\ 6@& é\& RS (760 N
N7 OO G\ Q N
Rape blossoms &0@(}0\0‘21&& 5\5\ < 0.01 ‘Q\&& Q\@l 6\’5\ N}
S Y & & oo o NP A
Rape pollen sampled by bees | N \@5‘0 O‘é\ Q} < 0.01 o ,@@’ \\6 &\5)0
Treatment Samples | & @Q 6{& o @@ i\o’, 00&. OQO Q:@
& &0 o <0.0L3 & @ 0.0
Honeybees before exposure 00& . 0@ \\Qg) \}& %\é’b‘l 0.0 k 0{\6 Q\O’& Q\éé» 6@
Honeybees after exl::uosure\{\\\\L0 Q &of’ O)Q‘p‘ %@.01 < {Q@ﬁ)l@\ &0 &QI“ 5&'01
O\ Q & O 0@
Nectar from honeybung%’f \}bﬂg’e%@ @Q’Q ,.\\QQ’< 0.01 6@? Oﬁ}l O Q}O @“ < (.01
before exposure $O&b &2}\& Q&é . {@\‘\ @\x \006@ \’&Qo?\& O(Q(Q Q@Q
S > O &
Rape nectar sam\glﬁd by laé‘esQ;\9 {00 <0.01 .gbb Q}\Q’ %6'.%4\\\ &Q:Q < (.01
R 3 ‘30 S @Q\ & O
ape nectar SGMple Withmigro- <0.01,° ¢ & 0.0 <0.01
capillaries g@%@ g\ g@& 600 \}(\5\ s\& 60\0 0\\&
o < 5 \
Rape bl@sg@s{;&QQ@O \QQ :’é@ X 2 @0\\ Q\S& &9\ 0.0] < 0.01
600&,.‘\, Q\&K \%
Rag%ﬁ% (@r%p\fe by bees Q/C“GSOQJ 6\0 C)é\ < (.01 < (.01
N S ) >
§ 'mskﬁ%f qua@htg@%on: 0.01 mg/kg o\& o P O
Q)Q/O(, Q/(\é){&, ,&6\\\{\\‘96\’{0
&\ WX, Q} 0(\ Q S ARG A\
S O N O N &
TR O RRSIFOIPOIS
N 7 Q \QQ' X o) O
0" O ¥ ARSI
S @ 50 QIR
\y Q}C)Q ’{S\Q/ . \c,Q 0(’\\ & 600 QO
QO .
ol & & \Q@b S
& & A o &
W ¥ O @
O O O LR
QQ‘ \C) \\(/ \QQJ
\) Q\\\O \*\g\‘
O
N &
O
o>
QO
o
&
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lable 2:  Records on Flight and F oraging Activity of Honeybees During the Sampling

Period.
R ¥
Day after hive installment No. of bees which  No. of bees whic{@ No. of begs which
left the hive returned to theOO forage.c\{\%n the
during the 10 min.  hive during&ﬁg 19.  flowering rape
observation period min. obser@%t'g d(j ggbe check
S
perlod Q@ & Q}\
N C oV
Control Plots O (@ &6 \\9@
\\ Ve Q
+1,12:00 - 12:12 11 & & N AN 6@” 2
N @ A & o
+1,15:10 — 15:23 146 1 & 6@?0 S 22 IS
O N Q
+2,08:56 — 09:10 53@(\\* & & & NG 8 o &
o' & . AN 0
+2, 11:50 — 12:05 0@% @g@’ Qf)c‘? b@\(\&b@zz é\& g&”‘ | \%6 9°$
. . VY 07 & & & (&
+2, 15:35 — 15:43 Qb 3 & O &4 &7 & %3\
v ;] O . ) C? \0
Treatment Plots e‘{" é\ & & ' \5 .\0)
+1,09:20 — 09:30 NI VAP T N\ 2 POV @
00 \\(\ ,660 g’ \$OQ S\&Q’ A& \}OQ ‘\0{\ x<
+1, 12:20 - 12:30 0)@6‘ S (20 I R L F P
~ O A N oD
+1,1530-15:50 & OO Ay 1595 & @ 0 3y
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YARONE RN SN
2,12 15-—1\@‘225\}4* oY o0 107 ) Qﬁ&o & 12
Jsgs & " 12 ¢ S &
2150045 > & \é, @@ S 10
Q N O NP\ Q
SOSRSRRa CITF L&
O & KN OV 0 &
NI AR OMERS N e N @ X
WY \) RO\
& &S o & P&
Q}\\%QQQ \Q.\Q\,&QQ
& & on o E y O & &8
O & & L SN NIFCEACIRN
X QO \ & NI IO 00 60
O N SO
v & NI 0\\0\6.00’\‘9
Q/(\ < O NIREEAEIEN
SRONES & P&
& 6 (&\ Q QQ' A Q) O6 \\
RS & O ot N L@
N NN NEKORONSFONIR
¢ 3 & & & »
RO & XV K O
N NS DK VO S
O \6 Q " & &0 N
P P SIRRFA IR
X Q& Q \\ (9 <( \Q0 Q)
\ {‘) ’{.{\ \C’ Q) &\ \
O X0 L0 L0
N7 O N) 6\(’ e
.0, &Q’ G A\ \c)
> O &
\) N N0
Q N\ N
A NERS
WS
& &
N
Q
0@
O\
Q
CQ
{\
O



Study Report No.: SXR/AmO003

APPENDICES

APPENDIX I:

Analytical Report.

Page 15 of 29

GLP Study No.: E 370 1356-5

Study No.: E 370 1356-

&
(contains data from study no. RA- 20@8/8830@%‘*

N
Oy

60\}{68 gtﬁ Ana

0>

O 6@

Land Oleﬁn—Metabq&‘i’t

>

C)
\\
QQJ

lytical Methgtf ge’r tgb‘fe \\Det@fmmatlon of Imidacloprid, Hydroxy-

g@ ]gdbwer Rape Pollen, Bee and Nectar
agfple‘zs HPLC-MS/MS
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) Nectar-Samples:

rxtraction and sample clean-up: \&\0" N
&

o XY Q' \Q

3. Add 20 ml of methanol. ,&o é<z§\’(\ Oczf;& Q}\é
X
4. Blend the sample using an ultra-turrax blender (j&' Qﬁfulvalghqf) {@\? approximately 1

\Q
S. Vacuum filter the suspension through 2. SQQ@oﬁ,%ethe Artgquald using Schwar&dﬁ\amd X
filter paper supported on a Biichner funneé\‘rrgg@ a \@% Oqﬁll vacuum filter ﬂask\g\@ ,&0‘

6. Wash the filtered solids with a total @%‘ %@ r@l\‘\ gﬁe{h%nol/water (3/1, \(4\%’) Press é\
residual solvent from the solids usmé'r a@?rr{zﬁg Discard the ﬁlé@?eq&ohdséo $°

S & 5 &P
/. Transfer the filtrate into a 25%1‘111 @s(}cz\wn ?ound bottom ﬂas\b‘ Q o\ s\
8. Concentrate the filtrate to?aﬁ a@ﬁegﬁ@ M@ﬁzjder of 5to 10 m15§31ég Q&o gf};\o)
evaporator with a max. bat@ eﬁpg& S@@ qz’éQSO C. 60 0) & 0{\ 0,
9. Add 5 to 10 ml wate&% txhe @ eb\w&@?lutlon from step &\to@vrl&g the tgfal volume
of the extracts tO-apng 40 \0@ 6 &0 \0\ GA\O

\\° o\

10. Place the aql\;\@uﬁoﬁtl@ ogbﬁle top of the Chq@%m‘@&@%\‘i’og@ (20 ml
volume) colun@ﬁ’ fkd%dQW1téq~% disposable stainlesscte nqﬁ l@&‘an\@\\valt for approx.
15 minutes g& ag{ﬁ%ge aQ\%mﬁ)rm distribution 0ﬁh§%q&1d@% (ﬁ% column.

11. Elute the &g/sk&l Si the column wit E}
250- n@&@%@a&@?@%ﬂgﬁ? bottom flask. ngb

é% D ©
120V otgfe \?@? ate from step 11 i@Qd{:}Qn l\@ng‘fa vacuum rotary evaporator
a@?i %&9& Qé?h&%mperature of 40 0@ Q&

O O ‘o \\ \ é\

@ 13\@ Qﬁ}g\ig ¢ residues in 1. O,QB?HI\& @etg&t&ﬁ%/water (2/8, v/v) and determine the
\Q}e@é@}ug@vg&% HPLC-MS/MS @ & &

oy N af & %60
Q;(\ 0‘6\ (\\0) 60 AO 5\0\ \C—) \{\\
0% 60(' (Q\Q’ 6\ \& \\ O\
L & & &K NS @ <z§
¥ & 6\0 6‘0 QQ
X SN &\6@ \\ Q Q\ Q”
¢ 0 &> A
R o & &0
O X V20 LSO
X RS NS
AN A\ \
0 S &
d & R
O W
N\ N
QRS
& &
O

Q}\

N

@0\

&
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2.) Bee-Samples, Rape Flowers, Rape Pollen:

Extraction and sample clean-up: \<\°> 2

1. Place for e.g. 2.0 g of the sample material i1n a 150-ml be r Add 3&%11 of
methanol/water (3/1,v/v) and allow the sample to soak fog& min. \ﬂ\o’

2. Blend the sample using an ultra-turrax blender (or e\qﬁlgé%ent) ]Z@?Q 3
approximately 1 min. P &c}@

3. Vacuum filter the suspension through 2.5 g Qﬁ,{@e&ﬁe filt %&smg
Schwarzband filter paper supported on a Bucbﬁer\cﬁmnel 55 50-ml vacuum

Q/
v Q
filter flask. \@ o \@«\ 0&\ X &
&

N\
4. Wash the filtered solids with a total g\f@ 6% m@th@ol/wa’cer (3/1, V/VQp‘QPress
residual solvent from the solids usmgj}u%b‘e

(\ QJ‘o
5. Transfer the filtrate to a 100- méegr%&l

equivalent) to a 250-ml brov&? %a\s b@*\ttom flask. \ i~ <
O i
6. Concentrate the allquq\g?o &‘[ q@eb@E&@émalnder of 5 to 1@11&’51@@ a@gt @9’

evaporator with a ma%cga(@tc&mﬁpq&tkgg of 50 °C. \@ 0 & ’&@
@
7. Add 5 to 10 ml &z @ﬁe\g@u@us solution from g&p &‘-?(io’én@tll@ otal

volume of the e@ag@ tg;t\apgxl}mé&o ml. Q \\ &0 q;\‘Q OQ

8. Place the@auq&u%@oluﬁog‘zon the top of the C&Teq&lqﬁ® @E@ﬁzo (20 ml
volume) c@"lu@‘n ngte@&\)v ha disposable stai ss&&ed‘ng&l@nd wait for approx.

15 ml% s«fg’ Qoﬁl Oé %h uniform dlstrlbutgih gﬁ 1@&%@% the column.

E@ﬁtg e&sx\duesﬁ’rom the column V@T?‘l qﬁﬁ G{d‘ Cl,. Collect the eluate in
a@éS Qqﬁnlbb(fok@h @%ss round-bottom Q%sk@" &\ %\QQ) @f\;@

@Ql Q@(E@pg&tgéﬁ‘le eluate from ste@@ £e°d1§x @‘9 u,g&hg a vacuum rotary evaporator
é\ (&[’gg,\ﬁ x&\@ath temperature 0&0&0\&@ ¢ &Q @&\
O

i v *"
Q,&é\ celumn (e.g. arlan ¥

Q,\G’ Q}\
S O
Q (}\
, O 60
,&\‘9 X
oS Qb\
0’&Q o 6\0 >
» &
- R &
S
N Q,(’
;OQ/‘ \\
O
AN
Q
Q
NOTE

@Q o 49? \I})ofs lee the residues 1 Q& nj‘}oo %1 thyl acetate (85/15, v/v).
1\‘3

(b% @pply the orgamc t@h @%13\%%@(’11 onto a 0.5 g (3 ml) silica gel (S1OH)
6\\
@‘

\ gﬁ 3. Allow the solgﬁ p‘gsid‘?lr&kﬁ\gh the column at a flow rate of 1 ml/min.

14. Rinse the @0-{&9{?@\%\»@9 g\l’é%s round-bottom flask with 10 ml of toluene/ethyl
acetate (70@0 ‘é‘v) anci&’pgl\y the solution onto the column, too.

15. Elu@ﬁ‘lé\\?emdu@s v@% 5 ml of acetonitrile at a flow rate of 1 ml/min. Collect

the e]éﬁhte in a 25(;15[11 b?own glass pear-shaped flask.
W
16\\°Evaporat the ’exluate from step 15 to dryness using a vacuum rotary evaporator

and a max. «19\31 emperature of 40 °C. Dissolve the residues in e.g. 1.00 ml of

acetomtnge/v@ter (2/8, v/v) and determine the residues with HPLC-MS/MS.
N
Q

O

O\
K

1. The vecbﬁmes to be used for flushing the column with toluene/ethyl acetate and for
elution with acetonitrile must be newly determined for each batch of SiOH-column!

2. The flow rate should not be too high, since otherwise losses of the residues 1n may
occur with recoveries below 70 % and the clean-up is less effective.

mgQ Discard the ﬁlter&?\ solids. @

@ti“er Determine the @at ‘\volumgo &Q
of the extracts. Mix the solutio wedf’?@%i t&ng&fer the half (e.g. 1 @g\s@&ple ;\\
O
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-_— s
3.) HPLC-MS/MS determination of Imidacloprid, Hydroxy and Olefin Metabolite
A)Measuring equipment and HPLC conditions: &@0’. Q&)@
N 4
00 .(\0)
O \
Instrument: Hewlett Packard 1100 QQ’Q & éé{\
0% A S d
Column: e.g.: Phenomenex, Luna@i&@), N %Lg X 0.46 cm
1.D. or Merck, Supers%h%ré& sel%@t:@?él um, 12.5 x S
0.4 cm i.D. & \OS“ g & &
o 3
Solvent A: Water + 0.1 ml %ﬁét@\% i,d/(I}QO&& @Qf’\& .&c,(’o
A ¢ \
Solvent B: ACN + 0.1 n;\&g@e@Q & & &
M @O ¢
Oventemperature: 40 °C (\&/ (&\é @\Q 006\(;&0 Q@ o N (\Q}
- SRR QNS L F PN
Inject.volume: SOUL o7 & O et o SRS M
o . Q O N

Flow:

YN ¢
C)é\ gﬁ}étggtion Times SO @é, ™ @on Olefin-Imidacloprid approx. 4.5 min
O O O O X _
{&6 &"Q& Q(\q\,o Hyd\xﬁ%%e}% %@8@% approx. 5.5 min
& Isidabloprid & & 8.5 mi
2 &@g{&% oprid O approx. 8.5 min
0’0 (,0 oOQ\ A\
Xe 3 N\ &
A\ > O LR
N\ O N
\ N\ N
WS
& &
O
o>
O
O\
Q
&
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Mass Spectroscopy

The experiments were performed on a triple-quadrupole mass spectrometer fitted with an
electrospray interface operated in the positive 1on mode under MRM co 1tions.

6@

The mass spectrometer was tuned by infusing a standard solution of 315" mg/l 0&\
Imidacloprid, Hydroxy-Metabolite and Olefin-Metabolite (dlssolvgﬁ In acetor{@rlle/water

(2/8, v/v) + 0.1 ml acetic acid per litre) at a flow rate of 5-10 pl/@fﬁt}é\ {Qé\

Mass axis calibration was done by infusing a polypropylene giyc@? 3000&01@1011 Unit

mass resolution was established and maintained in each m@s %olw%g qw&ﬁrupole by

maintaining a full widht at half-maximum of between Qcﬁ ag:i‘lQ . After tuning and &

calibration, optimal collision-activated dissociation &@9% S)>cond)»@‘i‘o1’1§,‘25f0r fragmentation,.

of Imidacloprid, Hydroxy-Metabolite and Oleﬁn—MetQBok@% werey determined. These & +O
\

experiments were performed with nitrogen as cgl\l s&@m gﬁs \&}tll(ﬁ collision offset 0\'{'\& 0 &o‘

eV for Imidacloprid, $ c}Q’ \0 5 &Q}\ & é\ef\ )
o |
-23 eV for Hydroxy-Metabolite and -13 e (@%@h «Me&(bohte at an appro&cﬁngfg 600} Q

collision gas thickness of 1.56 x 10" a@h?f@rggg 0(\ % .@Q
R) . \

Nebulization gas 1s set at 1.48 l/mmg)‘cu&&?l &, &@et at 0.95 I/min andoﬂqﬁ% S i&éé\%@?
Q ' N

6 1/min. \p \ 60 A N & @0} O K\O)
SIS \

Q/(‘\ bcz, é\ & &\% \
Detector: e.g. T@%@ua&u@"l &@/MS/MS Mass Sgectg&n@% \0

\\
Perlf:‘i\n @ln‘{@@' %&e)éd%struments 50 &00 {&6

N N\
{\ Q}A gg\f\, Macintosh® Sys SSQb\& &50

30 $. o
¢ 3\ O
& a§‘ P@%%@&al +4900 V 0«\\ X @\ N

o \\
@A Qf\ \@ ° T@ﬁlperature 300 (%0Q \0 N
& O ’ *& &\ Q’Q
Q\ @% purity), 1.48 /min

Interface: C@’
&

60
& ‘9\ 400 6\0’ Q&Nebuhzer gas: N

0\‘0\ 5 Q\Q\%

MRM (Ml&ilp\k@ ’gﬁ%&ﬁn @ébmtormg Mode)

v A Q (\

Aquxsmon e Profile 0 3
IIE% (}Q\} QQ'

N\ ‘QQ’

«Q‘ 0‘{) XN
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Mass spectrometer operating parameters

' Compound

_ . ~
Imidacl()prid_((_;l 37# o 258.0 9

Imidacloprid (Cl 35)

Hydroxy-Metabolite (Cl 37)#

Hydroxy-Metabolite (Cl 35)

Olefin-Metabolite (Cl 37)#

Oleﬁn-Metabohte (C135)

| 235.8 |

#=""Cl isotope of all substangés \@re&e?étbete@to use as qualifie
N\

NS
LD S
A Oé\ & \@ 3 6& O O
& &O .(\0) & (\\0 60 NP\
Y & SIFSIFSIIN
QO Q7 L7 ¢ WM S
O SNSRI &9 iy
9 < N Q7 ¢ o O Q V.
¢ &2 o 3 (O &
NP 2N ) I SRR
& T & O o &3 &
QIFONNIIECIS P R
OO0 Q& Qo
& SR B\ RS, & «° 3O (&
SN SO IPN N WO
OO &L SN IR MR Y
Y& O SR
@(\Q’\%g)\\¥ Y Q& R
0" & X0 Q7 IR o> \O &
O O o & C70 ¥V o
& ¥ 107 & Qg X Y
QY &Y N ¢ NIRRT &
Q Q,Q Q\\ (»0 S\\' & 66 Q6
MRS O ¥ O .00 &
DA\ Nl N WO KX
¢’ O N\ \ PR N ¢ ‘\
O 20 ¢ D ONRVCARR NP N
O W) Q A\ X \
X, A\ Q \ 0" @
NAER O N & & &
v A\ Q ‘é\ {Q ‘&Q’Q $
00) Q\b \(\Q/ (’\& Q} Qo Q,O
" o O &
» & NN AN
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N7 O N) 6\(’.‘9
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P &8
O NI
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4) Flow Diagram Method for the Determination of Residues of Imidacloprid and
Metabolites in/on Nectar and Honey Samples

Residues of Imidacloprid, Hydroxy- and Oletin-
Metabolite in/on Nectar and Honq@%a@ples gb

—

I ~add 20 ml of methanol |9Q/

6 >
Q}Q/

- add 2.5 g of Celite
I: ﬁ%

- suck off d E 5 : 6! &

XS 2
- wash the ﬁl@%feQ\éoll 1 of methanol/water 6@( \\Q/é'\ | &&\ | &
i transfer fi &{Pa rown glass round- bg@on@ I@\' O 5

\J

O O \C
& & N é\ ——e-—%—qf—e—@——@ & O O
&\0 &\}‘9 Q,& {}@Q/ ,\/\\Q -evapor%t@ to@ B eQls rgmamder
( . ——-—@——éé@—-&—@——

O
§$ \6@ 0 \O\ ‘0
- plag, ussolufion on the top of a Ch ﬁ%l d‘ 1 ﬁ|
f@agiqé*ﬁ\%sg@g ISR

qj\em@ h@g@&e@ﬁ 140 ml of CH Cl%@?q{g@f{l @0»@%1335 round-bottom flask

O
PN @Q O S L
6O QQ &c, Q)\ N- N . A\ < 3
& ¢ O q’é‘_ _ : Ge rate {0 aryness
J & L O L dissolve ine.g. 1.0
O & N 1 ACN/H20 (2/3@% 60

HPLC- MS/MS-I
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Flow Diagram Method for the Determination ”' esi i€
of Imidacloprid, Hydroxy-and Oleﬁn-h@ta@ﬁf
Rape Pollen, Rape Flower and @@e Sampl egz,

x$
\\ \ ‘ (, &Q/Q
() Q Q/ \,(9° OQ
- place e.g. 2.0 g sample materti ld}x 150- - e@(er Q}\ C
- add approx. 30 ml of met@ho&va@ (3415,, xgégj .&@ K
A O O3 X,
T T Q | ',v m‘ 0) 0\ Q/Q
&\$ ﬂ& omdgenttsation with an Ultra (\ \}é\ Q}
N ) T@Qra{ or 1 min &\0 Q’ 60(’ O$Q |
- @ A
°> ' O .x6
Q0 (O \ N N
- O$\ ‘(\ S\O ﬂ&b’ $ ’{Q O‘\\
- suck off ' @ Q ‘ @ X
O
- wash the filtered solids \Q h@‘nol/water (3/1, v/v) & ¢ O\ 0)*0 &\&\
| - determine the total vq}u h@’s le\@ ¥ ‘(\ & 0(\ \\QJ

¢
- transfer an allquot e Q&ﬁal (&\\g s-‘:ﬁgple) toa 250-mi bro%ﬁq %@\5@%n®%%{ﬂzm flask
O

l—--“&‘—@—e@—@—&“— N
O AL >

D O O
SN P &R
‘0 0 \ Q -
& $ Q/o) \0 Q,Q’ Ui
& o &y |
& o& & &L
Q \}(‘J &Q/ \Q/ \\
\ Q
6 66 2O Q Q&

e a\@;e% soltition on the tope of% emElut Q%O) g@umn

P
O > O
-@ait for @%pr@‘: lé min Oy O
'
Or e@g tﬁsr@ di@,s with 140 ml of CH (alou&q} @‘0 il b@{%n glass round-bottom flask
Qo
SV R :
QJ ~ \ v N
" C ~
| @A Q/(\ > & Q eWorate to dryness
| S (\Q 9| ~dissolve the res:dues In 2 R
Q,Qb \QAOQ& @ %/ethyl acetate (85/ 15(:7/\@9 @ b\
: X _—
| (\Q’\O)@Q’Q 0?& > \ ¥ 60
2P Q/{\\ x-"apply the organic so nt@ ml) Silica gel (SiOH) column
X2 N\ o[ rinse the round- bot h nékj{ ftoluene/ethyl acetate (70/30, v/v)
Q ' O apply the solutleﬁ :;g@
\}@Q/ O - elute the rem S ﬁ)\(\é} I &&onitrile Into a 25-ml brown glass pear-shaped flask
O ST
P ' -
\
;OQJ
\\(,0 X dissolve in e
o o ACN/H\@
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6.) Results of Bee Samples, Nectar Samples of Bees, Rape Flower and Rape Pollen Samples.

A) Bee Samples: & N
& 3
& \
N — ____eF —
[_S-ample code |Sample Sample Residge\% & (Q(&\\
description weight ) &OC& ’v 3
Hydroxy-NTN Ol\&ragﬁTN '.. Ig&?ldacloprid
(mg/kg] | ([mlke] & [me/kg]
& ° e &
- A 2 ?/&' A ig'\/
Samples taken before exposure &Q}\\ \{@Q Qc} .\Q}Q N . &Q‘_
A Bees | Bees from 344 ¢ ‘
Control | hives (before
06/22/98 transport to
| testﬁeld)
22.06.98

Great Britain

A
B Bees Bees fromé,& 40 8
Control flower ° 7| %,
06/23,24/98 |23 + éﬁ%g@@S@Q N
2 .. O \O
| Great Britai I\ < ‘ o ~
C Bees sgﬁoﬁ@‘z' @*6.6g <0.Q<ﬁ \Q& &} @Oﬁl < (0.01
F & N Q¢ ¢ &
Poncho eIy ¢ & N\ N RSN
06/23,24/98¢ 4.06.98 RSN P
ﬁ{@\in SRR A
PSRN X o &
& &\Q 400 O ((\Q' Q}’ Ny @Q 6\ (}}&Q
N \\@ O O W . L
O O Q,(\ X ) c.,\} AN
.50> 60 Q O WL 2\ 6\\(J O\
QN & O SN
N ¥ 3 O N &L
Q v & & &R
O Qo) 6 Q" x A <o
Q& & S8
@ o 0" & & & &
Q& R RSO
AR \e 0O 60 Q
QQ/ \(\ X 6 . X ’O
& N )
XANERN AP\ * O
O ¢ A v Q
3 & ¢
o S @
| c)b & R
& N
¥
A xS
& &
O
N\
&
O\
5
Q
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T . M -

B) Nectar Samples:
Sample Name | Sample Sample
description welght

Nectar harvested from the honeybul.b-of |

| B Nec-tar B Elm Farm N
lgoptyol Great Britain

C Nectar
| Poncho

}

e 1 ar

Nectar Ponefo «

Q/ |

60
& & P
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C) Rape Flower Samples:
! Sample | Sample Sample Residues‘{.\‘\oj W
Name description weight 5&\0 @Q
Hydroxy- O @?'1{@0’ @S%ldacloprid
NTN & [mig/ke]
SN ¢ &
B img/kg| | ; ®qqg@?g/kg oF @0\0
IRape Flower | Control Flower | ca.20 g < 0.0l &\(' 0\0 < O.Q@Q’ & ¥ <0.01
Control Sample GAR ° o O
23.06.98

Great Britain

| Rape Flower |Treated Flower

Poncho Sample
1 23.06.98
| Great Britain
D) Rape Pollen Samples:
- Q \
S
Sample Samp_le. Q?(\f\\ &
Name descnptg@ﬁ @"
O & O
\ \6 OQ
O X
e O & F
| O &
G MO
» A\TERN O P O
NI IR

MB Pollen 40(\ Q\S&Lh@ @5@1&\
Control§o®é\0@ @}Lc ah B gitain

& Pri
C Polfenc A Edm Farm
P o Plrgat Britain

<O ¥ SRS
A & O
Q Qb\ NI 3
\
O .&QQ Q/&@) QS\Q'
S O X,
RS S
9° O O L
&K O\ O
¥ O &7
O & A
> 0
P & ,Q
< N
A Q° S
QRS
& &
O
o>
)
@0\
&
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7.) Results of Water Control Samples

!_S-ample Name

T —— .

Water UK E
3701356-5
Blank Control
Sample

Technican

3701356-5
| Blank Control
Sampl_e Tent_

E 3701356-5
Poncho FS 500
Blank Sample

Tent
&—-—_ﬁ -

53701356-5 |

PP —— T ———

Great Britain

Water UK E Great Britain

RS
Poncho FS 500 '. N

| QO
\)
Blank_Sampng &
| Technican RS

Water UK | Great Britain

Water UK_E Gre &B '
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Appendix II: Copy of the GLP Certificate
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Appendix II (continued):




Report No.: SXR/Am 003
GLP-Study No.: E 370 1356-5

Appendix III: Quality Assurance Statement page 29 of 29

Referat GLP






