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1.  mmcreiz o

e diflubenzuron {g extracted ficm the goil by refluxing with
dcstonitrile/vacer. After Zilcracion of the extrace, as aliquoc is exctracced
vith hexace. If cecessary the €Xtract iz “clesned” by chromatograghy on .

forizil. Difludenzuron iz determined by liguid chromazography with UV
datection at 254 .om. . , . . :

2. REQUISTTES ' !
Beagents .

- diflubenruron, ARS

- acatenitrile(Baker 8143)
- dickane (Marek 3132)

= vater for injectionsy . - Las 1322 830 79104
= ethansl, 100Z, phacmaceuricsl | ) LES 1322 308 19201
- icatena (Baker 8002) ' - e o

= . petzoleum ethar (b.p. 40-63°C), spectrogeade | 12s 1222 830 76703
- lcuéaupat:alm ather (b.p. 40-53°C) (1-3) — '
- icatone/petzolsun ethar (b.p. 40.53°C) (1.4)

- dichlamthlnc_. taxidue qualicy

- Florisil wicth 8,37 of vacer, 60-100 mash_ ,

- sobila phage (autuai:r;ldnur/dinmo 65163110)

- 3iuan packiag, Zortax 3, 7-3 ua (Du Pent de Nemours) -

 Seecificacies
LRS 132; 330 73112

1
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- liqu:gq ,ch:outamph with IV do:ie::‘.ai ai: i.sa am and cscorder .
- Véd-stainless steal colum, 25 es, ige. dias. 4,6 am,-filled vitg
. . - Zorbax C8 (7-3 us) and & Brovanlse pre-columa (C38) _ )

l - ultrasonic bach P S S -
*, .- chrosatagraghy’ cubes”(laagth 430 mm, {.d. 12.0m) ¢ . ivua ol
’ ’ PR TP S O L U -
® et e 19N . . e " . R e A _\:.\ MSirad s AR
. PROCEDURE - - . "% SO
3 ’ N s I 3:” + T - T Tt
T d : » ™ . ] . LT L]
1. 711l che calumn wvith che columa packing using the slurry sathod. .
) ‘ P L T e

3.2 Connect the colusn to the injection valve and the decector. Mjuse the N
flov rate of the mebile phase o 3 al/min and allov to stabilise a¢ -

AR S ' o A N i
‘Calibracion line : S AUt .
%

1.3 Yeigh out about 10 wg of diflus accurately iacth a 150-al
volumectric flagk. Cl130lve and zake up co volume vith. dioxane. Th:us is

672“'4" + "solueiona”. N o o e T &

i
r o=

-

. - B
. T yooo- Tt

I TRV I

f

3.4 Pipecte 10 al of "solutios A" {ats 4 100-al volusmeric flask. Mace up
" ta.volume vi:h-'dium-.i This is "solucion B®.-:- . (. . : | o
. 3.3 Pipacte 0, 2, & &, 8 a.ndl.O nl_‘ot '

;'"':nlu:ian 8" ints & ‘i:{;-ml
volusetric fDlazis faspectively. add 10, 8+ 8 &, 2 and 0 al of disxane
Tespectivaly. adjust to 100 al uring acetonitrile/vater (1.1).

- fh

-

- LA T T IR AR
3.5 The zoncaacraiion of diflubenzy

M 2 the 6 solytions ig TespecIively
Q, oiz. 9.4, 3.6, 0.8 and ! ugral ("zalid 1 22 ealyp 5
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3.7

3.8

Inject 100 ul of "ealih 1 to calib &* ud muutolnph. correet for

:muiudw chl.nn: by tnj-eeiu "ealid A" evary 3 sasples.

Measucs :hl peak haigh: ‘af the diflubenzuron ud p].ot u:- peak haighr
against tha concentration (ia WIJ. of tha f.hn.l. soluticn). This is
the c.l.uhnuon line.

Sa'lnlu ) - ' ' ' .

3.9 BReflux 50 g (v ‘) of sample vi.:h 10 al of wvatar l.nd 170 =l of
acstoniesils Eo: 30 aiautes.

3.10 Aztu' eoelug to uhinn: tanm:un. filter the extrzes th:ough a

3.'11 Evaporacts 100'0 d.’ét tha filtrate to about I3 =sl. Trsansfer the
solution to a separating funnel vith 85 al of vater and exTract three

M tizes vith 30-al portions of haxane Eor 2 atnuces.
3.12

Colleet the haxars layars in & round bottom flask and evaparate to

dmm using 3 n.l. of 100X ethanol to rmn the wmcar.

il a ehru-tamphy tuba vith aO = a! I-"l.crinl (w- 1.... Z)- Zloze

tha enl.uln vith a plu.g at adsorbent coctton ml and vazn rich "00 B
of patroleum ether. :

Jissolve the residue (3.2} in 1 al of dichloromethane ane add 15 =.
af ptﬁu:_f—:::f) _ _ SR : .

-

Traasfar e selusism 4vim 2 a1l 3f petsoleus ethers 5 :=e zolumn.

::.-::-.:ar'aaa. 2 ecaszasT 111 :am atd 9f adir JessuUrs, 1D e tate
3¢ I droos/3econa . gou: T 2l wia). lmiec: =a ¥ luenr.
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N
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3 16 Fask the coluamn su:r.usivclr _wich 43- l.l ‘ag" p.g:g),m -:.In:. 3 x 10 =l

Y off a.euununt:nlm cchu.- (1 *.9) and ‘10 al of u.eenupct:olm
ather. (1 '« &), hjoet th. effluents. RBlute wich 2 x 29 IJ. a£
u::anupc::ulm othu.- (1 * 4) incora 100-al. :cuad bot:os tluk

R ‘
[ . ! ..\.
! ol ) L)

e e ’
3,17 Rv:ponu to drrnm Ln a vatar huh at 70':. Dissolve the midu iz

1.00 =l of dioxana vhile ﬂ.hu:ug for 10 seconds is an n.'l.:mm:
bach.

Add 9.00 nJ. ot u-tnnitrih/nur (Ul)...t S e

- v N . e .
I A :.l.:'- L T B ol R

3.19 nuuunmmmoemunmmmg.mmzzam
calibration line e quasticy of uﬂuhuzuon vhich urnsnnds to
oL thds pesk. | o | . _ o
A . e e
6. cAtcmarrow . ¢ ’
o q' . W - CEoe L - P S
‘The coAtent of dt.‘.’"ub!nzu:au i.s- L SR TR SRR '“‘""‘*_ )
Cpxt o ' \/ .
—.,— . ag/kg ) .
Ca  ® concentracion read ofs E"nl the ullbnt*anrua'g.Jln_r-uclnlfi-‘». DRRe
_E v =t final ‘volume of rhe snpln. in =J. - ZO ,_ PP R S

¥: e veighed -.quancicy of n.npl-. lnz- 0 S A




- acetone (Bakar no. 8002)

! -
Ve

~  HLA 6012-27
Ti o e 7 oo s, wrrs '

o N A R, R ~Asalytical Developmenc Depe, -
-t L o .. m. h I l
’ ER/216
14/DEC/1988 , , RES 025
GAS CHROMATOGRAPETC DETERMINATTION oF BESIDUES
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" 1. PRINCI?LE
“

-~ ¢ e,

LI O

Y

silica gul.

height of the sawple vith chge of a derivated CPU seandard solacien,

2. REQUISTTES C

Reagents - Specificaciong

- ethyl acetate (Baker no. 3-3281)

= hexane, spectrograde = L2S 1322 830 78113
- acetonitrile for chromatography LRS 1322 330 73734

' /
- petroleus ether (beilisg point 40-63°C),

spectrograde LRS 1322 830 76703
- hepeafluoroburysie anhydride, distilled '
ovar 1’205_ {Pierecs no. 63_1&3)

= vater for injections © ' LBS 1322 320 73104
- ethanal 100X, v/v pharzaceutical zrade . LCS 1322 08 19201
- CPU, standard solutions in acatonitrile
(from 0.01 ugral ¢ 0.1 ugrmly i
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GAS mou’romc nmnmu':on OF RESIDUES
0? PA.RACELOROEM UREA (CPU) IN SOIL

Smumnz

nitTogen pure (carrier and supplementasy gas)

silica gel vith 4.4% vater (0.063-0.2 am)

sodiuam sulphate, anhydrous

column packing . C oy

sodium carbenate (Baker no. 027&). saturated nlutinn in vater
absorbent cotton veal

k)

Notes : _ ,

1) add 10 g of 2,04 gracules to 100 al of EFBA. Reflux for 10 minutes.
-01stil usiag a vigreux and a Liebig condenser. Raject tha !1:3: and
the lasc 10 al.

) 2repars tha colusn ncnng according to LMI 1322 830 74504, secticas
A.2 (silanising), B.1 (sln:ry mathod) and C (drrlng). using the
folloving data:
stationacy phase A: Carbovax 20 M 38
solvent 3 .t chloroform

. support C H Q:oauurh I ar 100 120 masgh
Silanize a glass columm iccurdixig to LMI _1322 830 7&906_ﬂs_nc::‘an o.

b5 Using ether, extrazt the graase from th- ¢atton wool (24 3ours i a
. Soxiklet apparatus)

Aunua‘:u.s

aixear (e.g. Tovnson and Mercer)
siromatographic tubas (langth 20 ems. inc. diu. 12 am)
separating fusnels vith caflon top

amber-colourwd hottlss virh s::w-cnps ud rahb-r-mz...n ed :eflon
discs T

ias chtuu:umph vish cl«.::nn-caa );:-n dnuc:or and rmeorser
syringe 10 ul (e.3. Zamilran)

glass, apitalised -alm (lengthr 100 23, inc. diam.
12iumn pnf_t....:

S xm; $illes win

l.; o’

b




. ‘ Extraction " TR T . o
3.2 Mdd o %0 g (ov g) of sasple 25 i o! vater. let it stand for 1%
- minutes, N N . '

LT - e

A
o [ BN
w

L33 add ".'"So"'e.f'o't achyl aﬁ'u’& and ::ind for's aimurés: 1n 3 'sixe.

C et ey o
.

3.4 Add S0 g o£ l«zsa and m.-.n :or ] -:umu. FMlter'a mim quaatircy
- ref 0wl :hram & flucted filrer. The fltrace i3’ 7soluticn-8=.

-y a - ‘ LI -
W

. Clean up o n‘~ s . -
so.l.utian e J.a:o s 100-al :uund-bo::u- tla:k.
Zvaporate | to d.."v'um. uaiag vacuum. Adsorb the rasidue in 1§ a1 of

ac-:unitrﬁ.h lnd knp :h- "luk. vith -swir

]

3.5 Pipc:t. 30 al of

3

ling, for 10 seconds in the
e sonsar bath.

- . ey L g‘.-.,;" ¥y v

A, ?un"hn :alut' aa ﬂ'a 50 ll ot huuu in _'a'.n_unti'nz' 'Eunml. Shaxe
© for we 2uces. discard the hexane layer.

S Add 20 al 3f =exane :o

Jiscass ':m ‘unn. -a.yu'
5 . * !

tha acntoni::::.a .a.ytu.'.; shake £or sne zinute.

S . .

L o -

cy e L . '
. : v

- -

PR anatad oWl

R Y SN At -
-3 Oraw at‘ '.'.:'.- tcatnn:::iln -3?!!.' 3 4 'TSune-207T0mS flask. iinse aa

st A PTTY rz-a fal tH a:atan;::t-c. Ivaporats nw solutidn’ th armess.
: , i¢sory tia rasizua 3 :

. . .-
N PRI TR

.3 a1 3t 1cacne.  THig i3 fsoiizian T -
obte i may d e
tJiu=n otk 3k v {oivigy o . e Lt

.~ b
T - -
A AT

_ i LIl Civiaklumm T L S ARV S RGBS AT BRI
s L= ‘“'1-_--1 Voed itz

| R b e R —— 60!2-27; IR
. "7 14/DECr1988 e T 2ES 028 .
_ « - GAS CEROMATOGRAPETC mmr—cn -OF RESTDUES ,
‘ « . .., oF ?AR.\C!ILOROP!EHTL un.u (C2U) IN SOIL
- T - 5 pages. page 3
' ' ) l‘-’.&__mm; . Vo .. ¢,J_, SRR I . -
- - 3.1  Homogenize the soil. ' T )
m
g
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c.\s cnm‘rmmr DEVERMINATION 6F RESIDUES
or pmcax.oaopm UREA (CPU) IN SOIL '
. 5 pages, page &

3.10 add 23 O al aof pct:ulcul ether (43 - 6€35°C) to 'solu'::ﬁn’c'. The
: solution :huz ohta.tncd is calhd *solution B°*.

3.11 ' Introduce 'solution o” um thc coluln using 23.0 ml of pot:nhu .
ether. . A

1.12 Flush :uc:mivoly ieh: 2 x 23 0 ml of 202 acetone/petroleun n:har
o 2 x 25.0 al of 13X athanol/patroleum echar.

3.1 Elute vith: 2 x 30.0 al of 30 ct.huol./potrolm ecker.

i.1s znpo::n the duu to dmus Add 3 nL ot hexane and evaporate to
drymess. Dissolve the residus fa 5.00 al of acetonitrile vhila

. & 'nt:ling!arlﬂueondatnth.mhth.mts'w-
Dcrintintien -

1.13 Pipetta 1 =l o! "solution E* into an uh:-celound bortle of 10 a2l
(vith s::w-thrud) Add 30 ul of 9FBA. Close the bortls vi:h a scrav-
-cap vhich containy s teflon-coated rubber dise. Luw the bottle to
stand for ten aimitas at TUOR temperature.

3.16 add 4 ul of vater, 0.5 ul of saturated Na,CO, solucion, and 5.00 =l o
hexane. Shake for 30 seconds! This {s "solutien F*. NOTE:
haxane layer undtau.ly to anather bottle.

Treat the battles one. at the tize. : ;

.Guch ‘ togTachy

: Transfar the

1.17 Fill a 20-ca zh.u. silanu!d :ulunn {ine. d.tu. 3 =m) wizs the coiumn’
Paciiing, ’ -
;' .
. 1.18 Disconnec: rhe ietaczor fzgm cthe column. S:abi--:c *e column v

neating it %97 24 Neurs at 130°z,
iTagen TR er :igurte.

‘vinlo saszsing threugn 50 sl -

TR
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. GAS mommmpnc ntrnmanon OF .RESTDUES
’ OF PARACHLOROPHENYL UREa (CPUY IN SOIL
) ___—-———-_.—.-___- e e v L <o a
T R . o i - - 3 pigés, page S
) . . ‘ -, Tra e . F

.7¢ 3.19. Connect the detécter. kSt ‘the tllpmturt af :ho colu-n at 160’:. thae
of tha deteccar. at 220°C. and ‘thae of :!:- injcetisn port at 120°C. Set

the race of the carrier gas at S0 l.lll:l.n and that of. the supplementacy
et gas at 10 I.l/lill. ot .

L
[N

1,20 Iniect and chresatograph 4 ul of :h- supernacaat uquids ot the CPU
4.5 oatandard ‘solucions (!ra- 0 01 wll of Gsal to 0.1 ug/al of .,
.. . vhich have been treaced in accordance vith 3.18 uul 3.16.

~ -

. . . . e Ty . Lh ’
. I A b T e T B
3.21 Deteraine th.pu.k arsa of the CPU dlrivatin. Plot this againse the

corTesponding injceud quantities ot ug, - ot m per ml of final

vroren, .-80kutdema L o0 e S
we o :.Draw a-lice l:h:oud: th. peinu. ms is :h- ca.uhnzioa curve.
h v . —-;r‘:‘:‘-"
3.22 Iajcct 4 ul of che mmm: liquid of _'!olutian- F* and
chrosatograph. f Ry - )

o The .peak- area should fal) tuidc th. eallhntiun mu.vt. It it does not
- : fall inside the cl.ubra:ion curu. t!mu dilutl ,the. final solution
L1« .5 - further vith haxans. ' o

N
3.23 Detsrmine the peak area of the U derivative. . RTINSO |
R I BT AR ;':;, ST ) . : A
g CALCULATION  'o% . ‘ . i
The quantity of CPY is: ~ b oo
. . . " e o—
1t ag/kg o o R P
RRTIPYR S qu.nn:iry af” C?‘U nld Eral tb- calibn:"on curve,! .nt.:'i'%_pc:- 3l of
£laal solution
v - d‘lut".an tzctm: - 125 T TS PN T
viwl e Jeighed qmtity ‘o' suplc. m z ) _ v oen e RS
Se dE

v «dilition ‘factor (of :ha final :ol.::ian sew 31,22) g b
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26/APR/1989 RES 031

GAS CBROHATDGRAPEIC DETERHINATIDN or
2, G-DIPLUOROBENZOIC ACID IN SOIL -

S pages, page 1

1. PRINCIPLE

vith pu:aﬂuotobmxylhroud..

coluzn is required. The puta..ucrnhcnzyl decivacte of Z.G-diﬂuorobcnzoie

. 8cid iz separated fros izpurities by means of gas chrmtocraphy o0 a

capillary columm vith DB-] as stationary phuo.

The derivate is detected vith an electron caprure detector.

The.content of 2, 6-difluorobenzeic aeid iz deterained by comparing thc ptak
height af the sanmple vith thal: o! a standard solution.

Y

2.  REQUISITES

Rea eﬁ:s

= diethylether, pure

- n-hexane, Spectrograde

= Acetone (Baker analyzed raagent)

- bidistilled vater

- sodium sulface- ‘(Bakar gradae, anhydrous)
- = filzer pulp- (Sd:lei:hu' und Schull 122)
- sulluric aeid 95-97% (Baker analyzed
= pentaflyorobenzylbroaide (Plerce) .
- sodiug carbonate (Bakar analyzed _Teagent) .
= ¢,5-difluorcbenzoic zeid ARS ‘ !
= tetridecane (Bakar izide)

= 2liene {3aker analyzad t stagent)

Teagent)

- Iil.zagsl, disposable calumng (3aker 7086-5)

= W3% 2,30, ‘iizsolve 220 2173 29, . S80 =2l 32 gisige. “alar,
e L -

- L% T3y 354 .4 1A 53

%owew 34032 pentafluerssenzylbromica 20C =i 22 je3izre

After derivation 8 clean-up on 3 sili..azol.

e




- gas :héi:;:ratbztaph Eor qpilhqmchzmtomphy equipped vith an ﬁHi' -

electzéon caprure deteczor and suitable fof wold .of=colusn injection "
- colum’ for capillary gas chromatography, fused silica (lengeh 30 &, f.d.

0.3 am) coated wvith 0.25 um:DB-1 gnd cquppod vath -an ulu:ﬂlttd. :

deactivated Tetention.gap (llnguu 0 5 o :I. d. ..!3 Il).‘:;:" S

— — 189 T THasorzin -
26/arR/1989 - L. e _ RES 031 o
GAS CEROMATOGRAPEIC DETERMINATION 0F iz e
2.6-OTFLUOROBENZOIC ACTD IN SOTL LA
L T ' ' S-Duu.'p-zcz
" S LT e e e
- toluinuhcxmn 1:6 (add to 100 l.l o! toluuna 600 I.l aof hmno)» -
- toluena/hexang 9:1 (add to 900-a1" of toluene 100 al of hexane) -
= heliua, pure (carrier gas) T
= nitrogenm, ‘pure (ukn-qp gis)
: L .

Y

- rotavapor, T A Cy ;
- gsyringe sui tabh f.er en-eoluln injoction on uyilhry colnns. 3 ul. )
- hozogeniser (¢.g. Tovnson and Mercer). _ s T a e
- ultrasonic bath.
3. PROCEDURE e
. . _ ‘ At kT 3’ i
Gas chroutomr phy L e Dy ™ l-.- ::
3.1 Adjust the pressure of the catrier ' gas and th, prusurg a_£ ‘the :'n'kn‘.up -
gas to 100 kPa. | Co T PR I R
Set the temperaturs of the coiunn ova a: IIO'C, stut :.‘.u teoperature ' @~
pregraz at injection, v:lth a tise. in :upmm:e of. 15*C/ain. up 'to: . "
160°C. Reep at 160°C for 3 ain., prograa the tupnntun 9 increase by -
-30°C/ain. yp to 250' This is the final :upcn:un. u;atam At fof 'S’
ain. ’ . (s oo I . _?pi -
Set the datector temperacure at 280°c. / [P AR 'm
Set :he secondary :ﬁc;i:; at 10 sec. after .njec'ian. S ST f“?'% t
’ ' (\"4" " i Lol et LML :f:
ittraesien i Tees) Lrpenre o0 tr_ﬂ‘. B *“'":” -' oae T

R r ]

R T S3preseaiaiiqe uample é: 307, .0 :L .,z d-ao 4nd siace rnis

237 I 3iautes is an iiiTazsnis ’:a:;.

‘t
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GAS CHROHATOCRAPEIC DETERHINATIDH or
2. 6-DIFLUOROEEHZOIC ACID IN SOIL

n _ C -] pau_‘s. page 3 -

3.3 Macerate the sample vith 200 al diethylether in a homogeniser for &
minutes. ' : ' T

Ca

3.4 Add 100 g Na,50, and 2 g of tilter pulp. Macerate for 1 ainucs.
3.3 Filter about 30 al of the dhthylcth-: layer thrwzh s fluted filter. .

3.6 Pipiiu 30 ul tctM@c into a 100-al round bottnn flask and pipct:o -
5,00 al of the f£iltrate into the flask. ‘ '

1.7 Evaporate %o dm-ss undc: v'acuun at s0°c.

Derivatien

. 3 a Dissolve the :uidun 1: 5 al of 1% PFEBr salut.‘.on. tdd a tw crystals of -
I llazt:(!3 and du-iuu for 30 ninutes in a vater bath at SO°C.

3.9 Evaporate to drrms under vacuus at 40°C, °

. Slegn-up
_

3.10 Vash a silicagel column wvith the aid =f air pressure vith 2 al of
tolusne/hexane in s n.:io af 1: 6.

11 Di:xolvn r.hc Tesidus from 1. 9 a2 nl of toluundh-zanc in & ratio af
1 § and Mtracun an the silicagel colu=n.

[ ]
:4
[

Yash :hc column 'd.:h.é al of taluena/hexm. in ;':_::iu of 1:6.

113 Elute the Pfhaderivate of 2,6-dfba iz3m the soluon vith .o al of

&
t3lueneshexane i3 a ratig of 9:1 * into 2 S-al volumetrie flask vith she
’ aid 3£ air presszure. Make 49 "0 vzlume vith toluene/hexane in a razis
' 3% 9:1. This is *solutisn an. T .
cac -';-:aq-ia:. - :qg N - ) N
Sols 2rapara zic aa.sunans containing rnsnectlve;v about J.. 0,925 9.355
7.27%. t.13% and 2.

-—-- .
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- . R ] 1‘1 . - - T _ v - Hu 6012.'271
26/APR/198, S 7 ges om e
. Gas csnonuacmparc nrrmmanou oF ’
b e £:8-0IFLUOROBENZOIC ACID IN SoIL ‘ :
A S 5~'pa¢‘ts.‘pa¢n'6

3o el T h |
3.15 Inctroduce wvich 3 ‘pipecre 1.00 al of each solucion in a 100-al round ,
battom flask vhjch containg 50 ul of tetradecans. - " . - - ..

Evaporace to ‘dryness under vacuml at 40°c,

. . . Rk ) { - "."' v
R R R L R R ol
3.16 Carry out’the derivation ang clean-up as deserided in section 8.~
. e, T R
' ] Joun . . - AH‘ eom P - P s e .
-t \"“H Lot *‘T. * ) R . IR . hY -
e L p .

3.17 Dissolve the restdue i 5-00 al of toluere/burane in 2 matio o 91,

inject 1 ul of these 3olutions and c.hroutomph. Co

3.18 Determine the height of each 2,6-dfba derived puk S

oo
"

.19 -21“ the peak hc:lzhts found aniaat tho cortupondinz éunemfriiiuﬁs'
of 2,6-dfba in the injteud solutions in Il‘/ll. D:av 3 straighe Ime:

S
through the points. This is thl ca.ubuticn line. Tt
Sazole . , ‘ _ X o | Do
3.20 Injeet -1 y> ._# *solution A" and .c.aroutograph., T e L

R A B . I TR SR TP

a i TR aJo !

3. 21 Detamin- tha height of the 2,6-dfha da:ivcd peak. Rud otf Tom tht

R
calibration line the enncu:ration 0£.:2,6" dfda vhich ccr-nponds to
: oomaiie s o
this peak. . ° T A BV <
) . ' e "
: : I I
3. CALCULATION TR P AN )
, R L i Wah SR I PR .
EE R e s
y T N TGN Sy L9 )
-te 2,5-difluorobenzoie acid coatent :.s._:w. SR . v
PR U ar . " ; Fed i P AN AN B b. ,
— e i T Jgsz . Y T - B o Lert ren
v . N e gt LonEl
{‘..-"-ﬂw <o SR - . « ¢ + e I -
* S3ncanioatisn cepg 333 izez ina talisration e, :a o 78 cme
- ex::zc::.:n l...ne af "‘g -;-,g_,_ < 200.=Lla aee ey el oL
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5.

3.1

3.2

5.3 .

5.‘

REMARKS

The ratantion tine of the 2,8~diflyorobenzoic acid derived pesk is
approx. 7 ain. o » ' '

The asount of ruakepq (PFE8r) ncélsia:y may vary, deg-ﬁdin;_éh the .
type of s30il, S al of 5 1X PF38r solution should be sufficient in all .

casas.

The relative high amount of PFARr r-akcht makes clesn-up necessary for

Jazples a3 vell as calibration solutions.

The derivacion can, in megt cases, also be perforaed vith 2 al of a
0.2% PFEBr- soluticn, in this casq the clean-up step can be omitted.
After section 3.9, thi. Tesidue can be solved in S.0 al of the
tolurne/haxane (9:1) mixture. ' ' '

£




