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conpound having a replaceable halogen formul ated as a wettabl e
powdeg, a dust, atom e.g. an alkyl halo acetate. This
reacis gr anul es, a concent rate, a solution, an enulsifi- :

. thon A% preferably carried out in a liquid abl e concentrate, a
conv.'t i onal emul sion; an 45 medi um
inver emulsion,2an aerosol. or_an encapsdO%%8 ' S5 A
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pared according to the process described in 5
Preparatlon“ofwl -_ethylthio - acet-

EXAMPLE | |

Exanpl e 1(a) using the

- SOodLumsa* BT ethyl 5 al doxime N - nethyl carbanate
rrercaptan Ile 107- 108[err]C (a) 1 Ethylthio -
acet aldoxi ne was pre- _ Anal ysi s i
Found : C 40.5; H 7. 4; N 11.9;. S 26.8% 10 c i
[err]H err] ONS requires C 40. 31; 1bbo793§1 N 11 75;- 'S 26.90% 3 "
_ (k.1 - Eth -Ex o N—= Ilb‘Llleél : bS GES? (&fﬁ@'ﬁ Exarrple
: - AMPLE
lprL(’)_ M - 522 Prcgaratlon I\?f 1:1e Ctliylthlo et- : bar?:rcaplt;n ?Vl é’{ﬁnﬁ? gifr the 3
% Found © A tthio - adeiath &f" was ! , s 57 0%
C[err]H[err]'derr]N[err]Sreqwres : C4O 91; H6.82; N 15.92; S 18.18%
EXAMPLE |11 Andlysis pared according to the process
described in PrepéFo&{dl on of 1:- CsoptopH i o N 8Bt - S 26.8% Exanpl e I(a)
. 5using thg sodi um GHIONSfeqiisp: C 4031; H 7.61; 28¥ 1175  $2¢¥Wbne N - net hyl
" carbamate propyl mercaptan. (a) 1 -.
y | sopropylt t'(b)o1 - Feigtthib d aoctaidoxime N pmethyl  cess dedibed in Exampleal(§)s iMsp. 57—
1 - Found = carbamate was prepargd ageprding to the @o-2- 58°(4 10. 7; S 24.1% derr]H err] ONS
- 5§equi res ; C 45.11; H8.27; N 10.52; S 24.05% (b) 1 - '
= | sopropyls hi o -Anglgsist al doxime N .- t he fss i bed in Exarrpl e
. I (b}. Mp. 30 30Found hyl. carb ep ccﬁﬁégfs |
. 60.5-61.5C Ana%?%@ ﬁ‘f\é‘c‘f‘ ' gnﬁtz? vely o c 4zfa N 14. 5;
I- @17_ 1% [err] requiregs ; C 44,2

5 35 | W pare accordmg :tgo the proe%sg' d7es%t1b d%ni‘gr gf":{og :
e i Prep - s propylthio - acet- ample I(a) usmg the sdd s i
to tihe. pypcess éifoﬁﬁfe Eflethyl i,rﬁ&?a&a tion ?t%)p)ifmerc dpdnl - bUty| t h' 0 -
in anpl e (kX @) Isopropylhib hecemkdokimerwas et  of 40 acet al doxime N - net hyl
- car bamat e tert - butyl nercaptan. - (a) 1 - Tert - butylthio -
Ia:(,get’al doy ne WaHAnalysis 40 Anal ysi s
0

ungd - * Found CU¥.2: HHW¥Q 7 N10 24.1%5 22 5%
17 Clert] Herr] ONS r@&bﬂl‘é%reqms i 584%9’6 111138279 N 1&’% 5% 240%622 79

nd 45 ¢ (b) 1 - Tert - butylthio acetal doxine - he process |

the descii bed i )Exa P@PB{& ) Agkrploxime N - t'(‘)e P descﬁ‘\bé@ h%/iﬁxad‘}fll"o%%? wetd |

mprepa\r ed acBOPYcHpmals was prepared, grearding fo 1 60.3—61-X'Ch s 0il.  Analysis Found '
; C47.1, _HT.5 N 13. 6; 815 7% C[err]H[err]qerr]N[-err]S

r %

e equires : Andsis 47,04, (479 4\1 13¢ %25, Ss15.169%

1;‘1; MPLE V GHLO,N,S rqu{régpar Qplwﬁcor tcNtlheg -Pr eCgs /descrl bed

0Frepa@ratlon of 1 -"tert - anyl thio - acet - I n Exarrple I (a) using the

T
290di Um sgft Of tert gy repared. ﬁ&dﬂé 'tmel\broceﬂeﬁegw beqcar bamat e
aieany| imer capt anprepaffonVas 1 OEHrta-l tiSdthias a Vler Example I(a) using the sobiiom {aR) otl 40 Tert

e e Ay e may A S

PO

was 1thio - asehldddhexNigethplscarbaroats 0i | tert - butyl mercaptan 60
gniéw Si s (@ 1 - Tert - butylthio - acetaldoxime wag nd C 52 1: H 9.0:;
- S 19. 6%

_ C[err]H[ererNS requires C
52.2;¢ H9.3; A'NYQST

0
S 19 9@ 49.2; H87; N 94; S 22.5%,
CHI;ONS requires : : C 4896 H 8.9; N 9.52; S 22.7%

45 (b) 1- Tert butylthlo - acetaldoxime N - the process described in Example I(b), and
- methyl carbamate was prepared accordmg to obtained as a viscous oil. :

by on :
ethyl- %5 . .
eluant Analysis ,
wre -of - * Found : C471; H 75  N136; - S 157%
ethyl- . : C;H,,O,;N,S requlres 1. C4704; H 790; N 13.72; S 15.69%
amate. 100 L . ' _ : B
S EXAMPLE V prepared according to the process described - : -+t
Preparanon of 1 -tert - amylthio - acet- in Example I(2) using the sodium salt of tert - -
_aldoxime N - methyl carbamate amyl mercaptan, and. was obtalned as a vis-

' _55 (@) 1 - Tert - amylthio - acetaldoxime was cous oil.

% Amzlysis
- Found : CS521; H 90, N 87;. S 19.6% -
C,H,,ONS requires : C 522; H 93, - N 87, S 199Y%
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Tert - anylthio acetal doxine N - the process described in Exanple | (b)
and net hyl carbamate was prepared according to was

obt-ai ned as.a vrscous.orlﬁwhahhwr{ ) i s AR WS A i il i
Fquno"“"~ ; o - j 12.6; . :
[err}@requires - C 49.53; H 8.26; N 12.89; S 14.68% !
EXANHLE - VI - pared according to the process described in- !

ation of 1 - phenylthio - acet- Exanpl e I (a) using the sodium

pf 4 10 al doxr me Nynefdpy! carbanate _

et hi ol . aJ—dg;q—n@—wa-s—pr-e—
Anal y®s)i 3 - Tert - amylthio - acetaldoxrme N - the prdecssiigscribed in Example I(b) and

H 5. 5:methyl\cagbagate was prepargbgecording to  was obtained as a viscous oil.

H err] ONS requires : C.57.48; H543 N 8.38;, S 19.18%

48- Phenybthio -Ar%lamdal doxinme N net p ocess_described in Exanple
oun
' g/l[ gr r ]22: C,H,,0:N,$ requxresr;baga19 awa%:;é gpalﬂedg%bccog qﬁ %é[,t o the
H 5. 4; 0
. descnbed in
" K requires %:f%hgélthm |_chc“:_’r p?c{flﬁa ng t fum salt of
K 10 éthyl carbamate benzenet ) vvas prepared
ring to t he(a) 1 - Phenylthio - acetaldoxime wdsr ggear at i on of 1 - rret hylthio -
in- process described in Exanple I(a) using.1 - 30 '
x#me N - fethyl cmahamat e chl oro -- propional doxi ne.
'14- Methylthio - pFQ#ﬂ onal doxi e %5{?@% HS55 N83 S 195% '
i S ONS requires : s H 543; N 838 S 19.18%c 40. 2: H
A N 11.6; S 27.0% err H err] ONS

iBes ' @00 - Phenyithip 7acsgdoximg Ny mehyl grooe, gogibe xample 10b). ¥. @B) |
At hyl t hi o caﬁ?’ﬁ*ﬁ? O | RfeRRTepacRprding to theyo 19rdeess descrl bed in Exanpl e

+4M p. . nmet hyl carbamate was prepared accordi ng to

] c Angymd g/ is. [ 124; gq

A4 oun

-ounds . ' H, AWy : g £ H'§415 [ 1249 1 i‘%/ %,

[err] & equires é 591 H 6.82;" "N 15.92;  §718.19

(c) 14 Methyl 5;“ o - pl‘ opi EPA%JPQIPVhWE (119 67 &°e %ag%égg@d uc ord';ﬁ%t p:yl:hc
car ba Bt € as an Oipreparation of 1-methyithio - propidn- e 588 InNEAmpR! 1) veidg 1- 30

cont afni ng whi ch- siduxingi ¥ i methyd rearbénsated i NQg. ﬁhﬂoﬂﬁbﬁd’nhlﬂdmrﬁro

_--SOdIL_I; hydr oxi de@) 4 w)ethyjthigat propignpRloxigy (mp.  was purified by silica
- gel /ci§f orof orm 45 This solution was added dropwise to a
Vi gor' chr omat ograpﬂwgymM p 44[e r] C. The infrare

ousl ygstirred sol uti ong ene : %g’ﬁg) %ﬁec%gl@?f g 797 ompound
was ddt er m ned P ecfires di ¢ fret %g gZeact i on

-

tem A and d to he sarre pre are
eratd e was c “PI‘?&S" 66’@&“&?&8?% BkR i n
'-Exa ‘ VI I (b) @ p regﬁéﬂeeg?gégr)%a cl;g%);ol | ngrbbFV\hen the additi oln

was (e Analy Iete the organic and aqueous layers were
separ o ed and“; he org ,gi layer contaidkdd Hes; N159; BEBWYHLE VII|
“t he d me chl oroforrratceHmugozseéﬂrre’sed 4091 H 6.8 eparmpz onsai.14%, et hylthio -
- pr of§ on- reacti on vessel. Aqueous nethylam ne (25%
e N - rret(e)yll .CMe&hamm € prépitnalddimé ) (100S pRAREME NOPMeSHE chrBaniafteas Sl dil- .

Et hyl t hi ) way dpsolyeda.lldoax sehgionomntpinieg which solidified on stgBing.t Tha m;fenal 60
O{jrmt 6457\/51'%?2:)?1?{{0:1 as added op“‘r%ﬁ;ee: ¢ F)Gd ha ng# O stl Iﬁgﬁgg nitare :

ed in usly solution of phosgen %EK spef %% 5 01'1190\1!1 e(g
as Exa”pgléhldr&n&é haktéS {100 v). The cﬁtfnotem- praﬂpfoﬁﬁ& to be the same as that prepared
ed dr | edpegandte mpmnmm@dbmdeﬂ—ﬁ%ﬁ by . by tizl mloxss riescbrd it lﬁeammdvuth)sai‘st

- external cooling. When the a .
_ M 598 5 . il:,éf,f en, aqugls Imr;|d’rv‘v>gessure l eaving. 1 -nethylthio- pr o
p a ac% 5 ge organic layer containing. . ExampLE VIII
the oxime chloroformate was returned to the Preparation of 1 - ethylthio - propion-
reaction. vessel. Aqueous methylamine (259, . aldoxime N - methyl carbamate

w/v, 35 v) was added dropwise to the solu- (a) 1 - Ethylthio - propionaldoxime was pre- :
55 tion of chloroformate, vigorously stirred at pared according to-the process described in 70 |
-7 =5°C to +5°C. The organic layer was Example I(a) using 1 - chloro - propion- -
separated, dried and evaporated under re- aldoxime and the sodium salt of ethyl mer-
duced pressure, leavmg - methylthio - pro- captan Mp 48.5—49°C. :




1, 090, 986 5 Anal ysi s

Found : C 45.1,; H 8. 2; N 10. 4; S 24.1%
Cler r]_H[  ONS=Lequires ... C 45.11; . H8.27, N 10.52; S 24.05% -
(s BNyt hi 0o - propi onal doxinme N - the process described in :
Exanpl.e | (b) M p. : 5 met hyl carbamate was prepared
dccording to 56.5-57.5C. - _ Anal ysi s
- Fouynd . C 44.5; H7.7; N 14.4; - S 16.5% ' 10 ¢
[err] requires :. C 44.21; RH0P0%8E;, N 14.73;..S 16.84% .. .5 -
— BEXBWPLE IX scribed Tn Exanple T(a) using 1 -
cMoro - A,,ag,gparatlon of 1 - tert - butylthio - pr.op-

pr qpi onal doxi ne ®mehdt he sodi um S@Ks.1;0f Hes.2; - N 104; S 24.1%

i onal doxime N - @Fh?NSc,feaubﬁrrateC 4511; H 8.27; bt 1I52me Sc#¥Hn and was
‘obtiai ned as a vi scous ' (a) 1 - Tert - butylthio - i
pr dp| onal - de¥ilre Ethylthio oiptopionaldoxime N - the] process dmgqunerﬁ;mepic Adr aovigi ng to the i
" prdcess & emethyl carbamate was prengd according tp 6§|69-5—|5§5°

Found ; C 52.0; H90- N 8. 3; S 19. 7%

C[err]H[err]C]\{é?z ires : 8; 3%‘144870 S 19. 8?%
o e S oo ot s B procels

pr epar ed accord- obt ai ned as.a, ui Si.s’
Fouhd: A LEaI s ZEI :hg{lom xamgle Of(a) usmg iA\ %&o¥

¢ C 4@'re§aranon"5 1t - but}ithid - 5!05 me and the sodium salt of tert - [ err] ;
regpires GioAidklokiie N kimEthyl6arbamihtd 2. 84;butySnerdupfa® ¥ad was obtained as a viscodd i

_ EXAf\/PLE X (@ 1- Tert - butylthlo - propionaldoxime waodl. prepared according to the process
de-| 15 was prepared accordingots gr BPF°¥ndof 1 - n - heptylthio - prop-
2oscr|bed In Exanple I (a) using 1 - chloro - 40

R

i onal dof me N q_fﬁ{‘%ayl car bamat e - pr.o |ona dOXI me and the sodium }
salt of n- : () 3205, H yI I‘BP epnal doxi ne T

_ ONS ;
hept yI mer capt an’ zf%““‘zi? & 52 u{] Hkgeg% X 3%4}) | S
Found 59A % dg’;é?i 45 1

: Tert bu thlo - o 1 30 P
genr] H erm@ Swas 33?;"335 i%’“& e ooy S.l‘“ sl i
(b) ylt h| o propi onal doxi ne Ing to the process’ b
° 3gesc_r| bed in E‘m,yﬁge I (b). _ N-net hyl carbamate was pr epar ed f
accqrd- Foudd P. 32-33C  ©@os; H82; N m®Balysigdpund !
C 53.1; H 9. 0:C,H,,N.Q.8.r€quires S X2 4919%;[ eHr4.26; eoi 1288; S 14.68% C 55. 39;

H 9.123; N 10.76; S 12.30% - EXAMPLE IX K

p.r_e|dar ed accordi ng tExabes Xr ocess desCrwap@ebpared according to the process de-
Pr eplar at i on Hsfpaliftmn plel hg] t befytylshio - Df&b- scribed m Emmﬂx | wing (&) chipgd Ngl0l -
chl qr o - . doxime N I ethyl carbamate )ﬂrg? qg;_‘in(gi % stk f fat e
but yr al dOX gE - l\ﬂ . He@gt i0 - gop:onaldoxune eptyl mercapten 4]t lthio -
P-irsobut yr al dOXI Anal ysi s Found .
;!J ) ?alyszs 10. 5

C 45 4% J gyidﬁ[erﬁkg\ls reg{qf;g}xmé Lces 1|

H 8. 27’ 45 N 10 52(:1.,H§0ﬂf§ retfofies (b)c 29 13yet 3Bj 0 N isBHOURT
the process described in Exanpl e I (b) and : met hyl car bamate was

preppred a@par ding Méuylthio - propiddsRioRiRE af @ thd Fr6cRld Helifled in Example I(b)
: _ N- methyl carbamate was, prepared accord- M.p. 32—33°C, _

oil H _ : . o _ _ | 3
jal 60 - @ 50 ' Analyszs _ .o _ _ _ %{
an Found : C€551; H90; N109; 8 124%
ed ' C,'..Hhozst requires :  C 55.39; H9 zs, N 10.76; S 12.30%
ed - _ _ _
§$ 6 . . ExamPLE IX 'prepared according to the process described '

i 55 -Preparanon of 1 -methylthio - iso- in Example I(a) using 1 - chloro - iso- . B

butyraldoxime N - methyl carbamate butyraldoxime, M.p. 64°C.
(a) 1. Methylthio - xsobutyraldomne ‘was o

B Analysis L : !
L "Found =~ : . C 45.2; H 8.5; N 105; S 24.1%
in 7 C.H,,ONS requires : C 45.11; H 827; N 10.52; S 2405%

on-

r—
e ®) 1 - Methylthlo - xsobuyraldox:me ‘N - the process descmbed in Example I(b) and
Taethy] carbamate was prepared accordmg to obtained as a viscous oil. '




1, 090, 986 Anal ysi s Found : C 43.7,
H7.5; N 14. 2; S 16. 5% [err] requires C
44.21; HT. 37 N_ 14 73 _ S 16. 84% : L _EXAIVPLE Xl |

I(a) bl aizai BLOCOusapron a JoxienR. . . MBS g prefesons afad..
_' propr on- react ed wrth 3 4 - dr chI orophenyl - |socyanate

aI dq_ e N - 3,4 - dichl orophenyl ' under the conditions descri bed
in B3 ' . car bamat e I(b). 1 -
Methi@ thio - prg)pronaldoxrrre N - Alstﬁ e of 1 - nmethylthio -

profgson- -——-—-3-_4_d.r_ch.l_0.r.np.h.eny.l. —adexiTe,
prepay ed as descri l;éad’ i n Exanpl e Mp. 79-80[err]C. o

15 Anal ys ""J'm Found §i é?c 9; H3.9; N
8. a 22.1: 310 id Te eq 7% N1z S 43.0; H
3014 N 9. 12, Q 23 15 SR ML e lidipadndh, R LES)I(I6I81O/C

Hded dropvm seto thﬁ St rkﬁd sol ution f gon -ch Pre A Pxﬂe%as 10
tertd butyl BN Oprepuuon ot S UL bropioRUt Y Fealtial GRS Gaichi '}, S

1 - “ano - formal daxdine NN 3;4 -rehidephenyl undeume ¢oRdifont QlesRipear ih] Erample
‘Stirid ng was con i nued at carbamate lm%tm}xe ?proplonaldox‘t;;!e Nd-
40[ e ] C for f; (ng mFH’é{ O\g’g‘ orophenyl gaipamate gt Qpfaine
mercgptan (5.5 é%”‘ -G descti Z%%lf' 8%{)rgzd the precipitate wdd

‘to-azgsol ution of "f'” |um(1 4 w) in nmethanol. filtered off, washed wth
‘watef] and recrysigho.

ind2 A solud %%Ofn 99“0%15%” O%ﬁé@ L M (358 W

liseq® from et hanolc.nl‘?CﬂN\!@st@&Jﬂeg by higp3ei; N dhssadiveds; rs a0y ni mum
~anmouy of net hanol gl yoxine. M p 159 err] C. 35 Anal ysr S
Found Exmraﬁrz“l’hlfl H 6. Siyas added f]rgp\@sé)to the stirred solution of

[erc]frequi r% Preparation of 1 - tertC taiehid - stﬁmﬂﬂtert byl InfercaBiide. The tempera-
Ter t - but yI t hi ogl ydxrtWO(@mEldnymwd% w¢thyl ture: rase pot 405’Cb$riryna yasocontintied atcy ano

) ferml doxi 1me - P me OXan for solution s_. 30
ret by oo bamat e ks Sp e G AT s W T o g s

| socypnate (25 8Avrs)ormmn of t:daeocm&{ogujwmg(mbwr Mifetl OfdGin | ekhahidExol gl¥e’ Rerthutylthio-Wer €
addéd] The reacdifsglfrdrit nt mingwnyemnopti of methanol  glygyéirad, Mypn 159°C. tai ned. at
25-304err]C for 1 hour, then evapor- at ed under reduced pressure. After
£l 35 v C=N .ﬁm@aemrr[ err] of sol vent,

theirdsi due was war med nid| %414; 1§ % ersriﬁ%@) evol ution
of ‘gapes had ceased, to ,Si) _requires \5 c-xd%9% 3388RW340 /T ] __

Anaky$is .. a2 ) s - tert %45 0; H 6. 4f N 14. 4;
1@ A ime w was 18- I} orm %{&n .
S 1g J g/o S5, [Qflﬁ in #g (:)gxlgr?{ (100 v) Tnethylamme N- meth 5&3{?@ w}sﬁ;\?{?ﬂ which gav288’
S1 Yo 40 (two drops) and methyl isocyanate (2.8 w) the followx ot‘;ﬁlao the infrared
Pr epa ation of +ere advied. FBte trkictibn -mitture-was main-  spectrum:— cyano
- for¥mal doxi me Q?I:!cd 5 dp°Cd for 1 hour, ;hen evapor-
ated wider r ed pressure. After 0 _ 50
Car'_ﬁ)a at e 60_ of solve mL. thle' ?c(::sxdug wagrwan?:é until Ifé t'ﬁg ﬁ o~ Cyano
for-;-_fn q . 45 cvolution of gases had ceasedl N m3t h1y WB %3%‘9r epar ed
—aceprling to the process descri bed in Exarrp e
- XLE o NS s 65 - Found. . C 34.8;
H & N 23.9; S Foad3% 1 Casferri creqwmas«r, I S 18.9% C
34__._-’!’ H 4. 55 N 243,2[&1\&5(8 réqire0h C 44.66; H 605; N 14.88; S 19.5%
- 1,090§986 - . EXAVPLE XV '
waterd (100 v) was i rmedr ately added andtxmm X1V, Pr eparati on of
1 -3ngthylthio - but - -t hBrepasa ’tlrﬁf)q1 TSt X!FF"@ stirred at room
'3 =jepal doxine _ _tenf)"é?°a %bme Sodi um carbonate
39 60 The 1 - methylthio - 1 - cyano - form—
. aldoxime N -methyl carbamate was prepared -

according to the process described in Example
- XIIL : .

Analysis : .
65 " Found. 03
' ' 5

: C 348; H 4 N 23.9; S 18. 8°/'
C,H,NssO-_._ requires : _ C 34.68; H 4.5; N 24.28; S

184%




Met hyl nmercaptan (66 v) was added to a was added until the pH was
4 5 and the stirred solution of allyl cyanide (60.3 w) in
ayer e -The aqueous | ayer equal vol unmes
g %wi““detroleunrand et her was extracted several tinmes with ether |
and (200 v). Hydrogen chloride was then passed t he
dorbi fed ether extracts were dried and into the reaction ;g
m xt ure maintai ned at O[err]C ey@m@@ated The residue was thonato- ;g

for 4 We—s—e-kven—t—m; tecantet r|U||| graphedors] m ta gel
ug®ng dichl or onmet E XV Zg‘:k 5““ t“ﬁr o pr‘éduct was : §
v

P&
3

cBut ai ni ng PrREPECR Phd - BEBHI P8s of iéfm ":.l }“‘;m;’ﬁ“sggf;fn carbonab@shed with
| I ght  pet religtiferc @6 Wad added to a Uadel dofl Gk VB Wt h—geadeke i C i soners i §

stirred solution of Vidigl <ty ®0.B rw)ed \Mhtxhlay;t lwey sepB8OEL. \The agvdous layer 1 - :- :
rret hy| t h|cwuyolume8 of h § -extracted several times with @5}1 2rmoni um i

" chloride fre re% lfféde wasalﬁefi" g% o e e HELEY vt and
- the sot (ikddﬁfhcﬁ?r%atg@ap Osiléh delNusing dxchlordn&ﬂﬁﬁi’ m p.
49-50[ g Csotifl t priosuat Chd this ptoduct wasAn:axitglmngs increasing pﬁmmghsmfptl@gaﬂ% err] C

C 45. 5 wasbpdegh hghq\|pg§1_ple . Opeluant to give both geometric isomers of 25 m p.

i h h et 3 0 ethylt enaldoxime. The iso-

’ 49 50[ er gy 11tch1f>1 z (( v gl?mm yzg E‘é" \és eluted first and the
Clerr ]H[ V). rﬁﬂr&h{ Gc2tate: (738 mer B 0°CNfdiva@S); S 24. 42%
EXAVPLE )M er was suspended in benzene (250 v) and.

Priepar at i on gr;,a,}Jm et hoxycar bonyl et hyl bronpacetate (35 v)
added 30t 0 t heFound m.p.29—30°Cn®et Y Us.hi 0 H exet all dorj rres 24.5%, 4
" vitgorously sti rrednmrsﬁpejﬁsCorn GWBE% t hH G8idi -N 10.9; S 24.2%, A sol ution ;i
off 1 - chioro CHa¥EParusksEne (2354581 Hi&fs walgleﬁ?rpl 8t%*2%he reaction B

‘mixture was W) in ether (100 v) was added dropwrse W th

0 refluxed anc st| - EAMMELE X Vil5 g\ut es t f‘”as suspended “‘b:“zene é %9 L% hog*to a

50} uttgn obiEgg eyl f.3 %rg::rr% orh g el v
extracted a 8ution of 1- chloro acetaldmﬁlﬁéj 25m aW cortip] feﬁlﬁ&ﬂ Stk agle (15 w) -

tw ce W tw ieher [{H02¢ s (cﬁﬁﬂdmpwra tht heﬂuxed and stu-red farn15vesimeesothey 300 v) .

Vwhen addpﬁgrpm]t olutlolx: ol:)tamcd Qi'ﬁa‘ﬁﬁd % egwn' Qixdfrpq1§| a\ta yg rted to
cofrpl e d%s-r%h &?] wmﬂ ﬁﬁlion <i‘:riger:l xtracts a e@ éﬁte&] ated to -

regi SS ﬁtxon of sodium (23 w d? N@én \nasedad Ghssbiie ereepﬁort i on and
the _ methﬁnop Iwhﬁhdildd e breer pogtion R t]ﬂ:utcrpxtate@ maateginld end @q to one side. On

re@ct i on TeRFtion ypiguge,\ ey E&ﬂé‘d%ﬁ\ﬂﬂe Qfolul,ﬁ:d [~ ethoxycas g_ Ithip - acet-
(4)% G}

e B T L T At e e e

et hoxycarBuseg| FEEHTH ¢ APD TSe. ¥ doxime Cry“an’sefi PFessure. The i
resul ting ye{lilpw al doxi me -.crystallised. Mp. 90- 91[err]C
Angl ysi s ey Fo _ . C 40.05; H&6.1; -
N'EE® s 19 2 esraaer i NN Gl 30 S0 o s N
30 7. 9: S 18. 3% he nelti ng poi nt and anal ysis figures for .
apgl ' tor ehlﬂ X d fﬁxac% fiddYro th tral abdomen of each®f: ain 1 - :'f"'f-?
car bohydrc @u odgrﬁ:ms a&mﬁﬁfssand Re rrboke@afiOvwdrd k125 pliSdcCint glesy; pl aced in |

gl dss - theu' carbamate derivakiwgs,r peeprodineyt ejarsd eachy contaiping, 2 pmelb aquendity (f 80
i t seS fr}bechrélﬁtiq t ;pgag fas fqgd for the flies. Twenty-four hods
2

t‘x’ﬁ &g ] et oyt Himber  was roohidT &5 1008 PSP Fhe T ies.

ty bel lthd) @attiCular Example whose procedusd €C &l Iaﬂkﬂtuﬁ)ﬁar’lﬂ&:&SdonﬂfttEa, sktodielt i n Tabl e

1.1 | veas ipliowhre o e r tho findibetad] comdl  spogids brsrecindiydedbin the test. These were | 85t hi s
Tabj e, cd®¥n 2 refers by nunber fﬁ?ﬁwﬁ%ﬂ?’ Pliuzi?ln - to
thej particul ar EX%&BW§G procedur Snaculipennis (diambhd l[nl, tQaeﬁ/U
donpestjoca, S%ecBbid® lactivity of the oxime PitRS Hr&didaO\(@bbageD W | uateidsty; i ndi cat ed
cont - specdabsmate deivatied uded | n Hhethesghen ﬁh@s e(Pwer@hldS) and - 90
pouhd . A0 A, by -weight solution of active in- Tetranychus telariys e?’? ui. tO
1 n acetone/emulsifier mixture was test comprlsed exposure ?peous isper-

ar /ae) d taken up in a micrometer sions for mosquito -larvae, and exposure to

cochl emy |@ ge( mdﬁlf le. Hoget HisS XMusc| birfykd foliage for mustard- beetles, diamond- .
EXAMPLE . Xdéinkestica) were ~anaesthetised with nacborl - pawk mioth l(ameamvr@hidamd redrpifier 951 vae)
| nsect i ciderde et jLicpligy of the selyjopgras  mites. The yopulty pre shgwg dnTable 2. cabbage white

" butterfly), . - carbanmate derrvatrves
Acyit hosiphon pisum (pea aphids) and A O 1% by

wei ght sol ution of active in- Tetranychus telarius (red spider
mte¢s). The - =~ gredi ent .in.an acetone/enuIS|f|er m Xt ure was
tes§ conprised exposure to aqueous disper- .- - prepared and
takeén up in a mcroneter - - sions for nDsqurto Iarvae, -and exposure to-
syrifnge. Adult female house flies (NUsca . sprayed foliage for
nmustard beetles, di anpbnd- donesti-ca) .were anaesthetised
wi'th carbon back noth | arvae, pea aphids and red spi der

d| o;q,.dg_and 1 mcrolitre of the sol ution was mtes. The results are

. S -1 ~ PNNSN NN



1- et hyl t hi o- 4- met hyl benzal doxi ne 72.5-73.5 Found
:C59.1; H6.1; NB8. 0 S 18 1%

NSO & LHerrl regilr
059 8. H 6.08: N773 A rrethyT“t
788 Found N-net hyl carbamate _
86.5; H5.7; N12.1; S 13.5%

4] requires

5b.46; H 5.88; & 11 77; S 13. 45% 1- met hyL,099i986 4- chl or obenzal doxi nme I
Found ’
4¢.2; H 3.8, N/. 2; S 16.1;

TaBLE 1

_ 7 7%
N_S_' d er r ] HerF—+egu++es '
C47364; 3,97, N 6. 95; Canppundgsg; Method of | Melting Analysis
O°87.62% 1- et hyl t hi o- 4- chl or obenz hPHRAtR| - point °C 125-126 Found
N- Nt hyl car l3amiétlgllthlo%-methylbenzaldoxune I 725135 |Found : CAG. /7, HA. 6]
. Cllj 8, S12. 1% ' :C59.1; H6.1; N8.0; 8181%
[er ) reqL“ rgqs ) NSOCan req uires
 CA6%41;H 5.24. C 13.73: S 12.38% 1} met hyl t hi o- propi <>n§|5%§§><ﬁ§@8w773 Sl7q8%
20 . Found-mdityyhio-a R BRIz Rdoxime I ~ 865-88 | Found
C 44 5; H 7. 4N-iethfl c@banigte]l 6. 0% - :C55.6; H5.7; N12.1; S13.5%
[erl_‘.. requi rds ’ N,S0,C,;H,, requires. OC :
44. % H7.4; IN14.7: S 16.8%] - ethy| t hi o- pr ppi onal doyi fre>#§s H588; N11.77; § 13.45%
5-7-1_. B FOL Nchettiylab-23hioreBenAfIAMme I 77-19 - | Found
- H 7.6Q; N13.8; S 15.8% - :C47.2; H38; N7.2; S§16.1;
[err reqwres _ Cl17.1% - _ '
47.08; H7.84; N 13.73; S 15.68% | -pthyl thip-propion aNéQﬂﬁ@ { o955 15,88
76- 7* FOLnd phenyl carbamate _ Cl17.62% RS
C569,H6 N— ,o4o.2{\lf}6- :
" lerr] r equi r g 'I-me tglth:o—4—chlorobmzaldoxnne I 125-126 Found .
: G571415; He. 34 NETE F'8™F5. 7006 1-(2, - di chi of oet hyl ) t hifdSTs 465 rfqlul;ig'sm/"
§1C5-821_ Fqun und Dr opi ona doxi e :C46.41;H5.24; Cl1373:5 1238%
| QU 1 4 T 1., oI 270 " —
NS@I:I [ er r]1dc e I‘l agxgn ~prop ﬂo:p@gN— I 20 Found
1 C29.47: H4. 45; %HJECBS 15% 1- (2} 2- di chl for oet hyl ) | {iddEat Sl dhit®s §160%
997 140 - Fd und al dOXI me N-rret hyl fparbamatp :C4a2; H74; N147; S16.89%
3341 Ha. 9; hetjhnll; g N | |
[eRr]} requireg e o'pgox%:tm oxime N- ' RO AT NI3.8; S15.89
1Ci33 4, H a[EPENTENY 27, 406 1- [ 2- et hypheny! ) t b {45 AT ORI INISSs S18%
13@-53331 Fd und -al doxi me - ] :C47.08; L 7.84; N 13.73; S 15.68%,
€ 596.7, H S—4+5—0% .
b requiré %efhylll\fml;propmnaldomme N- I 76-77 . | Found
4 0,
$7; Ho. 14PREVEE 5 1705 1. (2 net hoxyrphenyl)th o8 el e © 1320%
) Fognd al doxi me N-net hyI chr bamat e ] :C57.15; H6.35; N 11.11; S 12.70%,
% re CIUI rI ':(2 %d;lcéﬁorogﬁyl)tzo- 70 I 61.5-62 Found
30 | . : 0
csd 7hins. 97 N L0458 11. 94% SR F Ng&}chﬁ‘ﬂ lsm};" ci352%
1, 9(3! 986 9 1:C29.7; H445 81584'0135.15%
Bl 32|l cont |IilLd££ , viet lluu of—
ER dichloroethyl tluo I 99-100 F
: - Anal ysis 84 tert-put yl phenyl ) t hi o- NgsoechC,H re um
|Found . _ . ) _ . :C324;H4.6; 8124 Cl27.4%,
: 'l-(2-methyphenyl)t}uo-propxon- I © 130-131 - | Found
| aldoxime ' _ - ] :C56.7; H62 N68, 8150%
i ) o ' . ’ R NSOngHmr ulres ’ .
_ ) -1 C56.87; H616 N6.63; S15. 17% :
l-(2-methoxyphenyl)th10-proplon- S ¢ 78-79 - | Found

aldoxime N-methyl carbamate S : : :C53.2; H59; N10.8; S 118% |
. o N,SOSCI.,HIO requires

:C53.74;N5.97; N 10.45; S 11.94%




pr opi onal doxi nme

: C 65.6:
C 65.67; H

H7.9; N6.0; S 13.5% NSOC[err]H[err] requires

8.02; N 5.91; S 13.5% (4 tert- butyl phpnvl H h| 0- I

182-184 Found - cccsssBLORLODALDOX DR N BRI
—*L(; 61, L0 A A 1% car bamat e

errI r

eqw res

C6124 H 7.48; N953 S 10. 88%

1-
aI g

16. 6%

ANSQferrlH err] require
C5012 H4.64;: S 14.52;: N 6.5;

4:chlorophenyl)th|o pr opi on-
oxXi me

< 1,090,986

148. 5- 150 -

Found

50.2; H4.8;°S 14.@; N6. 2;

Cl 16.47%  1-(4-chl or opheny! YTasiscE pnGRie®n- 112.5
—Found al doxi me N-net hyl -carbamat e
:[gr ?]8 ﬁ?——n 475 CII3. 27 N U. ;M&lon‘Jé %M.emng . -
equir es Com ound reparation | point°C | Analysis :
—— e Y-t S 11.-74%

D- hyt WMio- propi gn- 1 |1 145 Fogdl. 8 d|
8183(( dbxi Tgopl(;ﬁg!tﬂﬁe’ prop 5 C G;Z_lg‘limlrgﬁ.% 94:§%£}c5 21. 0%
SIT6¥6(] fequires : C 40.3; H 7[38; N 9{4; S 21. 47 65.01; H8.02;N 5915 S135%

T-{2; h A - o+ Fotnd
4 enyd)ghic I . 182~184 - | Found .
313@% gx'l\lwb(ml'%m%h -F%l?yjlarmte | A .C61.4; H7.6; No1; s1L1g P2
. CyisH,
s"’f‘@f’ ] 'equ Tes : C 40. 78 H 3. 8; N'13.59; s 1d "‘&54?’24“1{7“‘25 lllslrrgsss 81088%
I i p" thl ! Car b&m ! C/\ bL Ty . Ir - 76 ?8 I uu e
s1eh] bi ggrmcgeqaplemﬂft%pwmt hyI I 8510 |Fowd e NelS A4 H
5N S 12. 3% carb%nate %0 ? :
5.88: [er'} requires : C41.1; H®&.5 N 1%.97; S 1<}é§k%nf} uires
>1- ef hokycar bonyl - 1- et hyl t hi ¢- I :KZBIBH 4643 S 14.52; NBnd
AfananOX|ne C116.47% : C3p.7, H
6ol er| ﬁ'}f’&lﬁ){ﬁl propion-. 1. 1125 '
S 12080 er | 3 éﬁf& eqrbaUi 1 e C 36.81; H 5. 52; N4&859L4§ A193.53%9.7;
Slzgme hokycar bonyl - 1-net hyl t hi ¢- I 'qugﬁg?f{ Found
| requires . .
—-eemifiori e N et [yl carbai ¢ o R g [ ¢
S168%4F! N_12.73: S 14540 1 (2. acetoxyot hyl Yt hilg-pr nnl o :
s168%- 1-(2-hydroxyetfiyjivhicl-propion- "3l doxi nBi-snet FFyimdc arb
e Wl ﬂdOXIFq.e6 4: N 11.4: S 13. o% : TC40.7; H71 N92 3210% ]
i 3| %, Y ol s SN NSOCH requires
158"16653.3 fequires . : CA3. l54 H6+ 45; Ndll. 29; S 12. 9%. C4535’ﬁ173§ N 0.4; § 21.47%0 et hod
, li‘Bl E r\nn I I’ Lre“ O
3159@3 ! @HWQQ?Wmﬁﬁh&Pmmmk C@npo*nd oil Found re ar%tl poi nt C
5 | Edoxime N-methyl cayb a&?“?eyl t hi{o- acct alfdoxi me :C40.5; Ho5 3147% 7p-72
hy : _ - | N,SO,CH,, requlree )
132@)1 ] :C40.78; H6.8;N 1356354659, 1 6.7,
g I-Z.WCE e "% W I 76-78 Found
——_ Y- ﬁﬁ :C414; H6.5; N157 $.12.39,
T Zl-i5 B, )% NSO C,H,re uires - °
135.2% | | :CALI;H 65; N 15.97; 3122%
1 3'5 15% l-ethoxycarbonyl- -methylthio- I 525-53.5 Found
w71 ¢ |formaldoxime ] :C36.7; H55; N85; S19.6%
' it - NSO,C;H, requires _
22 | o .:C36.81;H5.52;N8.59;S18.63%
214y, | @ | Lethonycarbonyl-l-methylthio- I 51-52 | Found
% 1, |formaldoxime N-methyl carbamate 1:€397; H54; N128; S14.6%
' ,: . stoqulgre u]res
;1-5'.0'% _ ' C38 19; H5.45; N12.73; S 14. 54%
315.17% : ‘(2-acetoxyethyl)tho—propmn— 1 48-49 Found '
iaielAs R doxxmeN-methylcarbamate - 1 :C434; H64; N114 $13.09%,

G _ N,SO@,HIG requires
s1s% | L - & 3'54; K o.5; N 11.29; $12.9%
311.94% |

i

|

et g vt s et e

e




1-al l yl thi o-acet al doxi me N-net hyl I 56- 58 Found
car bamat e C44.3;, H6.0; N 14.7, S 17.0%
[err] requires :C 44 68; H 6..38; N 14.89; S 17.02% .
; 1-al Iyl t hi o- pr opi onal doxi e I 64-65. 5 Found ®
N et hyI car banat e ' : :CA47.2; H7.1; S
[ 5.9, N 13. 3% [err]
I requires . ) - :C47.52; H
i 6.93; S 16 .84 N 13.87% 1r°9%?/8£mnpr hylt hiq- apmw SV
{ 106-101.5 = Found ' met hyl carbamate
i 1&38.2;H4.4; N22.8; S 17.3%  Tapig I continued . L
i [err] requires ' : C38. 5;
¢ H4.-81; I\.‘22 5-S—+F++19%% 1ac TOXyCar DOy ety tThi o- acet al - |XVI r—
: ol Fou & et Wio ca& bamate : ' '
L catlo: H598‘KPP5“‘12 S 13 ég‘a“-- e CC  Andlps _I
[er r] |nemylibioceRetaldoxime 70-72 - Found : . L —
© - C41.41; H6. 02; N 11.96; S 13. 8% 1- e %% enal dojxi me N
S “oil Found met hyl éé?@f%-; rw];g% sonerf i
- CA4. H6. 4 N415 1 S 17 RO% . | : %{.em
- [ err] |nemylihicefetaldoxime N-methyl | I '56-58 | Found - C . | Nem
. 44.68;| abenamg: N 14.89; S 17]02% 14 %Qgér%gﬂ 5&@"(7’38é7n%doxi 1Y
AN I oi | Found e wgggsﬁm% i SOMEN-m:
:C446"'H6‘R N-14 6: S 1712% _ i
[err] lﬁce'm-oplonaldo:ume I 64-65.5 Found C - 1-tert
; 44. 68; | Nimgtggabpa 89 S 17)02% | Ncé%zcrlxﬂé uf'rg 5 13y |© N
{1, 090,1086 11 c47252“ H6.93; S1584; N1387% A P
i TABLE = Musea—~Aedes—PhRaedon | N
1 Plutel Incyanonﬂhgdthﬁacetaldoﬁmrey{-ho- XVITef r 400-101. obnd-
, dome: egibeabamatecoch-  madul i - IPr assi ca :ﬂg@éﬁéﬁ‘l Iiffﬁyscwsl'gfp : i}f’;
:stica leariae, pen'qni S : di SH 4 egfmgjwsu 1y | B
f1-neth Nt .' yH ‘,ar bewrate i}eth
AL Bethoxycarbonyl@thylthxo-aoetal- Al XVI A oil -m¢
11- et hy 4%-1‘&@@!%"%%@*% N et hy (pg%i N1B; S137% R
P A A A A 1.01; H 6.02; N 18063 S 13.68% | doxin
il - spr,a.pyl_t_h.i_o._ace.t-arl-ddgxi-%@ . _IN FrEfE hyId €af bawa : (1ot
PA Amethylthxo-but-p;enal oxime N- A1 A oi op ) 0 T e
-tert} BEPP%}WI’?I“B“‘&G@F’&‘I doxi ng N- {%f& &%ﬁ&g létlb s1730% __ | eldox
P A A A 0%46871{633 N 1A89; S 17.02% L-met
(1-ter td.anquL-hi-gg-ar;e-t-?c{ dex;qrrre - carparate : N-me
(A IAmethylthio-but-A-enaldoxime N- A A, o o
1 et ny PER TR GARoxi e 6 RS Fahar & S1T2% dosin
A A : @.68; H 6.38; N 14.89; $17.02% | .
| - et hy i hl O-PF npl Onﬁ]l doxi-me N—rret- & A i ﬁally
A A A A A . _I-tert-butylthlo-_prop]onal-'me
o S
maldo
carbar




doxi me N-met hyl carbamate A A A A A
A A 1- n- heptyl t hi o- propi onal - al doxi me N-nethyl carbamate
— C B B B — A-l- —
' hyl t hi o- but yr al doxi ne A A A _ A A
At : -N-nmet hyl carbamate 1 -nethylthio-but-3-enal - i
“doxi me N-net hyl -carbamate A A . B B CAL
A r A l.-al l yl t hi o- acet al doxi ne ' N- net hyl car banat e
A A , B A 1,090,986 A A 11
1-%ert - potytrthiro-—t=cyano-f—or - nar doxr ne N- met hy
A\ C ' C A . Aﬁ A A
ca} bamat e Taniz A =100% ki | |
B Fsome_Kill ' _ C =po kit — 12 .
1, 90,986 | Musé) H Rhedon | Plutella | Pieris | AcrythofheTegarch gl ass !
wa$ cqver ed Gerpousktubat el dome- angNen‘q@%}bi gla’F‘“&lé:‘t' brassiFa o siphao )xﬂfﬁz in
the ddrk at 23[err] C for [ 2%%hdurs. |AFFEEE jjnP=™ |  ~ | PSU 3 Balmt
-de?i Vatl ¥&kylthio-acetaldoxime  pUbAtifon the watch gl assfwas iljl um nated and} 10
An laquacusthgiahibimaen of t he Adedi red loxiBre |10 Anenht ofles |obsfer véd flor
nove —rth te uLﬁl vathve wag T Xet W Th { SUsS- | a
m dr os Hlﬁh‘?;lﬂr%‘;ﬁi%?‘&me e carrigd putyi n| A befsi gn of I@rvzjle af rpot
kn 't ode duplicate add thelfigures il’L:!:‘éb! 6—3fepre ni
i §1e 'I ;)I 'eéhm;dtgrmgdomme) |nAa wat_gh gl %ss sAent thg pe_rl_g\g{tEage of  mpvi ng
: Peri:.cen 2] QbHBﬂi&-L&tde@ﬁmecﬁ ncentfr ati.ons - .
' ﬁg%?ei:l@l dadhhge per mil I4 oA A B A Nane| ofAcornpound
- El?hi - .Eyald — 166 ; t—eti-t-hi-o—greetatdoxime—rmethyf
. ~amy: 0-% OX11I31 0 o 0 ' ) )
St BPsT bl ok bbbt ol Aot | sd | A o A
' pavthiithiopraipilad@eyi ne N net hyl caramate (40 ' 40 -
yNinkethyl catbanasé doxi me- M et il FarBrmatle A {704 A 4o A
T 05 Propt onal dox e et Ny}~ car bgmate {70 0
%«fﬁ??hm;: a‘.-'}’b{}ii’ﬁi‘% N A A A 1 A A9 A Alooy
b iopropiomt | Conpounds | hgving {h follofing |0
Nkt ; | pounds vi-n e o] | oWi n
oz Nrgpeyl carbamaps o Ay Jljf.cﬁm} ah 1 A A \f L IPT R
{-RmehyithRGREpRhAoXi e N - o
: ﬂdﬂk%i;ymhﬁhyﬁbamte C perf] C B B B - A 12. A
s—for—thepreparatTon_of ] TynT ' Oupds jci g MEq in
Pyt “E"g}'@%@ﬂ‘eio‘* A witer di n 4 he |apfr opfi ate kS
byl thio - _ 1 - | doxi-Ae—derfvative |
C 1-engithyIbiict-Yut-3-eimd: _ _ !
| floxime N-gwdylerrhaete 40 Awhier 8 n| RIBrr]| rdbredents al substilt uttd ar un-
DI QR a@alaGiuid Med [I N The preged- . '
. N-methyl carbamate A A " B A A A A,
1-tert-butylthio-1- for- - :
-_maxdoximti’ﬁ‘f?nitﬁ??“ o A C c A A | A A
carbamate - ' ' ' ' -
: - A = 100% kill

B = some kill
G=nokill

1

oleoloNe)




substitu
reaction
group

Rl err] ce
hydr ogen

ted hydrocarbyl group; Rerr] r
Is carried out 55 substitu
in the presence of a base.
ach repre- 14. A process for th
atom or a substituted or

or la099,l986group

epresents a ing claimwherein the
ted or unsubstituted hydrocarbyl
or anitrile group; and Rlerr] and
e preparation of com sent a
pounds claimed in clains 1-11

wherein a 22 unsubstituted al kyl solution of a
sal t of the appropri gl ent svipdr o- fmounds asrgé aldmecl rnocraiml
caByl thio - aheiexiodEal s bRl skimd S reapﬁe arik 2300 JVEY Boath, R ]

represent s an al kylcaysrmdup daivativey Wi t h cébasienl dié wandh glbssphﬂﬂgﬁ‘tﬁte& And 10

sui tabl e Ax aquedus Bolgtipnhefrtheydesited o¥imein lalnkrengdes seturgl for movement gndgaini c

sol vent d“*’m"f“ﬁ"% la’t"v%‘%tﬁ *tﬁét"ﬁne,:af:;‘i' Hipl ?@‘?&J : ﬁgu G Tt aims 1
and mc9grmt@nm aPR e& nta l;va nd¥ &?J& n R[ er I‘]
represents a phenyl group. sec,im ary am ne Compounds as

clainmed in any one of | rocess for preparlng the 1 -

hydro- 65 the r\rnr‘nr‘li_ng clains \Mhnrgj n Dr nrr'l represents an . car by|th|0
- al doxi ne deri-vatives used as inter- alﬂqpbnngeonquhaw céoprgionsl|- 7
carbon at ony. N kgtotmegundn t he pre|carQ‘E’}""éﬂ‘tdt=.‘)‘fl’=“t'e'nl?eer e 5.
Conpounds aﬁ clained i'n ar?y SRr quat g Claingg It clains
1-11 whi ch 35—the nrnr\nr‘ll ng r\l al-es-—\whereid R2 rnnrnépntg C n‘pr| ses
reacting t he approprl ate 1- IkeQB/I qroup.

ioxime with 3 ls%}ytmﬁﬁmﬂﬁ*@x"&bb‘r‘ﬁﬁ‘ﬁlﬁ?%r- 6. i‘_’-- Net h_y?t hijo -

‘acet al doxi e INnethyltluo-propmnaldoxmﬁ@ﬁléﬂylH?baﬂﬁte(rgag\i C rieactgon jnedigm | .
-met hyl carbgma "~ 16.] A procgss as clpinmed in
the preced- -ISOPrOPYlthwlacetalEﬂmNm@ylc%ah?@@w doxi#tte N - A®thyl 0 ng
:claimin whi Rediym darb q. :

‘met hanol . qrh&lg'ﬁhlfg@e&?do preori(f)y %Ch%?&gcet al doxi ng N s 0 17. A
process for p#eﬂghho—pgpbﬁakioﬂmemzyxethylcarﬁﬁnate methyl| jcar B@amatle. ©
-carbylthio - al doxinme derivatives used as ijnter- . - Nethylthio -
pr opi onal do i‘ﬁ@“ - medi ates in tRe: pP(epar at ilélﬁ of thgsoxi e

met hyl carbanate carbhanptes claj ned in k| ains
1-11 which 12

1, 090, 986 WHAT WE CLAIM IS:— Eglyyjthip - propionaldoxime N - ﬁ.. e

watch gl ass g@ﬁfﬁ‘@&““%ﬁ haiae i fhpLaayne ‘ﬁ%&@%’? A ACt ddadd fhe oxi me
in the dark at 23[err]C for 24 hours. Af tRthyl darbamate.
%j and

.carbanmat e derivati vest cubation the. V\Atpt:dttesglﬂasbﬁ mranbrt ufmomat

10 s O ol Ut i o e o iia 1 0
:nenat odes observe'd"f' rmve 1der  Jldoxime  derivar FRahg! 3 Qekid Vb ve was

‘m xed with a sus- am croscope The ftfsbrrialeGsotyatad. I i ed out in

5 20 wherem R, ppresnore eibsttaed ae wf 1 oBt Armoceneavedagnid in the precedupli cat e
and the fi ga 6 ted) hydsgsp 11; ln sfepresents 2 ing l::leum wherei q%pafr{fegy Fpérlqdn%gﬁ? ta)
or unsul 0ca t
i n a wat Ch é%ﬁrﬂe group; a%lé‘%ﬁf k é%‘}? ée%)ﬁf a 146 Pgﬁé&;ﬁ m&lﬁgﬁ& of com-
‘TABLE 3 sent a hydrogen atom, or a substituted or pounds claimed in claims 1—11 wherein a
Per cent a@e Mbqnmteyl aéiqyl qy@qxigmup ations solution of a salt of the appropnate 1 - hydro-
expressed in h@ lgpgy@ qqu? in claim 1" carbylthio - aldoxime derivative is d 0
Tein epresents an alkyl group having with a solution of phosgene in a suitable
conmpound from 1—7 carbon atoms or an alkenyl group. organic solvent and further reacting with
10 Compoundsldd@laimed in cldim€ UMMl t RinGrodis €bra | AO0XpFBpridkemapkifiily @ar banat e
40 B0 2 wherein R, re@'esents a phenyl group, secg_ndmytahyiet hi o- pr opi onal doxi ne '
N et hyl car, b4amg ?pounds 1"lar1‘xened in ang one of pr(;gess for prepa:xneg the 1- hyclro-
S whe; m e 0 - aldoxime derivatives used.as inter-
1-isopr opyI ta e%a@?nlé iﬁmﬁmgaﬁim €n the p e@aranon of oxime 0
i1- met hyl t hi o- ﬁCﬂoﬁbdﬁd’sl i’ﬁed dimtn My halobMRrBamates claffled in claims 1-401 which 0
i1- eyl t hi @5prtltﬂppmmtingtcﬁ@umsewwrmtmytem@ambathses reacting 7i¢ appropriatd (] - halo - 0.
o5 an alkenyl group. rol oxime with a salt of the appropriate mer- 70 g
100 1 - Methylthio - acetaldoxune N - ’captan in an organic reaction medium,
1 carbamate 16. A process as claimed in the preced-
30 7. 1- EthylthtWW{taMﬁmﬁlN Mhethyd: ing claim in which the reacnon meditfd. is1 -
Et hyl t hi &0 patbmmnal doxinme N - 45 methanol.. ounds havi ng
the followr - Isopropylihie yacettlggximendt e, 17. A process for Prepan ahydror A2l a:
yl carbamate, | ﬁy.a]thto S us as_ mter-
3 9. 1 . Methylthio - prap}onalgloxunéo‘l\y Y t;:rﬁ tes i Q@Xﬁ of 'the oxi
nmet hyl carb Eearbamate, _ carbamates c A D LRSS Dwhiche
preparati on of com

17T b v gAY

Y ———— ..



[err] pounds claimed in any one of clainms 1-11 50

wherein the appropriate 1 - hydrocarbylthio - al doxi ne
derivative is reacted wth the appropriate isocyanate.
: 20 wherein Rerr] represents a substituted or un- 13. A process as -
- claingd in t he preced- - . substituted hydrocarbyl group;

err] represents a - ing cl armvx/nerern the reaction is carried out 55 _
substitutgs or unsubstltut ed hydrocq 99’)5* group -in the presence of .a base.

or a njt e _ eeess for
BRI s ey o Sy S T s
o ou in- .
sbstituted’ q)amate deri atrlfvbeegj Jin.ﬁe clal cul atq'onit atélr’;ﬁan was 111un at-aiI tid elo
unsubsti t ut %q a%LJSM? soﬁ(mxfasﬁ/‘ihe Qe oxime 10 ner§aQ biid nd h

appr opr isat @rbkmate [A¢kative was mixed with a sus- a microsc §pR TR Sw&S &ﬂrﬁd medini-n Cl ai m 5
1 carbyl t hpegsion af duydenef rajerkneanimande | dupligue pwt the Gigures in Table 3 repre- - :
wher ei n R @fefgdogyne freogmiiat dn n aIFlK lastyr & TR FICTITee o eving xBRedeton of

phosgene in a suitable = -. Taste'3 from 1-7 carbon atons or an _

i~ al kenyl group. organic sol vent and further reacting with C sl
- 3. Corrpoun S as cFar med 1 n. clalns 1 and ﬁ’cQ:Rf ate

{ primary of _ 30 . 2 wherein R[%efgmoﬁﬁzaﬁ . g%l group.

3 secondary AN ne: Nameofoompound 4, HpotrdsTas—etaiyed-r—afy one of
15. A prockss for preparing the 1- hydro-{ 6510 - 50 00 t h¢ preceding
“clains whefern R err] represents an carfgylthio al doxi d@rr vatives used
as inter- _ﬂhyltmo-aMdmN.ﬁ&hylmmup hgvi ngp f rglm 119/ carborp atpns. .
medi ates ih the preparation of the oxine : 5. Cpnpounds as
claimed in kwm&ﬁ@-mplonelé?mﬂevmﬁ i 5% ailms 2 11{whi ¢ 3% the 20

preceding b} gmehetal iRl Wt R RIRAEAYS &M sep redeting the

appropri at-g gn al kenyl group. . é -

oxi me Wi t h} krmsthjlthicedcetbliexing A metbyl mbmamrﬁ 7070 é .0 dr. 1 -

Met hyl-t hi o tal doxi.ge. N. .- .captan. in an,organic,feag¢tiorn, nedi um

met hyl carb 'ﬁ’gqg’m'pmpmmgememmemcw%mte (g A pr‘g{:es asrbcl ailmed in the
preced- - Control . 7. 1 - Ethylt hl 0 90 acet aliooxi Noo mgt hyl ing
i claimin which the reaction mediumis - 40 cdrbarmat e.
i et hanol . 8. I - Tsopropyrtnto - acetdl doxi ne N-- 17. 44

A process f WHRTGWBFG:LFHM kel - hydro- 7R 1. Ethylthio - propionaldoRigie |- 45
. carbamate. 1. Compounds having the followid@r linéthldatbamat@l doxi me derivati ves used

i as inter- general formula:— 9. 1 - Meth ;itgll"grﬁ;z@rooplaéﬁﬂ%@ﬂ N - -
by .
| mediates in the preparatiog of the oxi M3} A process for the prepara'g(;eltolggmcar bamate.

car bamat es cl ai ned 'lh claijs 1-g1 whi Chounds claimed in any one of claims 1—11

1, 090, 986 R;—8—C=N—0—C—N< - wherein the afipopriate 1 - hydrocarbylthio -

conprises reacting t he approprilte 1 - :I;il%g}@ge derivative 2ig f‘#@orﬂ)@sﬁk"i on as

cl.ai med,j n_cl ai sodi um

et A B i pomt e o USRS SRR L S50

sul phi de asdst@acd Iuﬁbgbshh&d B bktbi'zl gvdupy N ifithe presence ofa st gr anu es a

! concentrat er a ertrgq)zrenpb el Rs am: lz bZaChagm'o pr Hat éclgirexgd )8 cﬁgns g@l I aceabl e
apruleg:“ozg f i ?&%@Fﬁgﬁﬁg F‘?F ern‘:upg‘ iV it 'pql'l[ﬁl of a salt of the ap oprh 831 t Om

- Bd Gk @4imEMC Bbylthio - aldoxime derivative s react

process asWheIrem Redeptdsentsm diyE gredh having withSallselbwdl ofaplesgesd in a suitable

1 40 from 1—7 carbon atpmyjorcinzpikagyl gloes e|opgaplplesob' néprthgry qu%mg_ with

1 o5 A 96)”9 é%e @? und§§s ¢qime dnxg#lan'ﬁ 1 agﬁ ammonia oOr an appropnate IBF& c8pl e

mine.

hal ogen~at oy rgc;m;érep egts kL enerrpir;y one ofonel df\ry roebsior Peepirfig At 15-'41*9&53-“5 al | y

1 as her el n- the preceding claims wherenﬁ@@'fr@i@ents an carbylthlo aldoxime derivatives used as inter-

1-before ded&sﬂlgwd ha\m fr@xé |oerborxwms amediates in the preparation gfgthe oxime A

carbmtqs claimed in clalms 1—11 which-

{ process ;orh g Rﬁ?’ 1 - hal
car byl t ﬁl Oanealﬁé er ! Ii?lg.t | e maeéltsd compnses reactlsr;%t m-lﬁ: a ODLWS as
i defined in @ aim M4 yithio - acetaldox1me N - ca}fl‘ﬁdinalheﬁgama réahibn pie@ipar ati on of the

1 oxi me methyl kcathampteret hods - f or__t hei r pr Hpapaprpwy aaslafreed i rthe preced-
{ carbamatges r.7b }hﬁ'aylrhﬁ’ -@resldegime N 1 megayl o {jpg claim in whighy the -reactions mediy s j

thano

Exanpl ed”| ﬁ?ﬁgyhhm - acetaldoxune N - ™ 78 Hrded:§ For £5 ﬁ'ﬁﬂh% 1 -tl'l?ﬁ’ro- 75

appr Opl’l at ﬁnethfllc'&ﬂbk Table 1. carbylthio - aldoxime dddivatitbstused ds Mfer-
i § appropri at e Snet e Mrthahhio i propiokpbloxime N - meidtes Novibé prepargimnefs thesoxied i ned i n
i jclaim methyl carbamate. presence of IFFareRsrclimdom daimsnit-ileghich ng
i 1 substantially as herei nbefore described——S5o t he

{ product obtai ned vmth a hydr A met hod of conbating
i nsects which Tm,mm"mmﬂfm and a base. ' '
conprises applying to said inSects Bndfors =« 20. A

t.process for the preparation of com  _ .their -habiiai—a—ecorposmrtts—"""———

I N 1 o o ~ Y ) Y o o Y I




agent or both a carrier

and a surface active

22- 25,
agent . 30 23. A nematoci dal conposition conpris-
WIILENS AND ROBBI NS ing a conpound.as._specified-i-n-any- one of
=g artered Pat ent Agent S, 4

a isugface

bl’s both a carrier
ac{t i ve agent.

Apbl i cants.

Shel |
and a surface

Centre,

clains 1-11 and a carrier

London, S.E.1.

Agents for the

. Leam ngton Spa: Print r Her Majesty's St atloner Of
_ byithe Courier Press 16&0596 J y 1¥ i ce,

196+F—Publ-i ancu by The
| Rat ent  OF {jneises 2o Uihb apgbpiate BLU Hai-ngS24. LAnchomesitio @s Zlamiﬂrlolm ¥th¥copi es
- may be obbdmnedh a solution of sodium hydrogen 22 and EP? plated as a %e[\l ST ON No.
10 1,090, 9868151@@@ eac P s.. C nentrac a_ solutidn
Li he opri @dciolﬁln?aq%@g gg‘{)rgz'ﬂ rp%accalbaég a% ’ %& 3: te, a codl HﬂaPage' 2,
| & " ? 23? ulso ,€ &QQm sior Ioﬂan&ﬁcap-f or 'C
241 4; s 'as DiBgRd 3n el precedt4, subied mateﬁa122 7% read "S . 77%
Pade 5, | iingeclsi®, whepdin ‘tHeXaipbuad | Beving @ad 2‘ [2 nck f{é Y i ne 63,
for, "i sobusplasiebledialegen ptgmds an aliol gt %“’ Eé&ﬂ e Ve agb, for “a"
" 18 K 1
r8_ea thge ?%eg es; kg eEa'img fiRr hoRe vm: rea geo- | rret fical" Page |
, 4th CO'cbl-B?hhno @ﬁm MiSdsSsedfaOMnter- 26 Novd) YWmpoedld a8 Sfig@l i9odainPade. 8, 1st |
- colium, umtgte iy pekpardton of the " qyinchy b and hody feryfeir pgs ? ﬁazlr " Pag e 9
1st} col umsarbamses rclagpadp uﬁg:lmsf Til "’It‘;cllg n‘liff T%Y%%Wy?’i?@?fg ?/ T3 " et hyl -
rea PEAPIia itri n .
? ar b?'rm | %%?1@ ﬁylaglsgg q&é\%ég %ﬁﬁ‘ f, 4 dafovel Vathfoukte af@éfindd in c]au{ler rjc', -
for "525- Snl dR@@&n@ 1 diskagaliyarhercishder dishitad. s| 3'59 for
"C39.7," thepbdiice oBiin€ wuﬁazgmqu,y dre{ c3B. urfﬂmetgm%frc ﬁ?) B
i spr opyl trhgniytn sale apd 4 ibasepr odo%; i.or Paff eu m “g;‘éﬂ Sindel A d/° rrpound"
) ] n
‘;Z[h 2 F’Jo 36% e GOl ﬁfp Botns 1oT0XbgTey 27 OE BPARENT OFFI CE
Apti I lly as hereinbefore descnbed posmon as claimed in any one of claims 55 - .
o A process substantially as hereinbe- 22—25.
: fore descnbcd in any one of Examples I to 29. A method of combating nematodes -
-XVI or in Table 1. which comprises applying to said nematodes
25. 22. An insecticidal composition compris- and/or their habitat a compound as claimed
. ; ing a compound as specified in any one of in any one of claims 1—11, 26 or 27 or a 60
: claims 1—11 and a carrier or a surface active composition as claimed in any one of claims
l\ oo ~agent or both a carrier and a surface active 22—25. .
' : _agent. .
) P 30 23. A nematocidal - composmon compris- WILLENS AND ROBBINS,
- &5 . ing a compound as specified in any one of * Chartered Patent Agents,
' claims 1—11 and a carrier or a surface Shell Centre,
- i active agent or both a carrier and a surfac.. London, S.E. 1.
o i active agent Agents for the Apphcants
11{ 50 . I l.eammgton Spa Printed for Her Majesty’s Stauonery Office, by the Courier Press.
- ] —1967. Published by The Patent Ofﬁce, 25 Southampton Buildings, London, w.C.2,
;\e ] from which copies may be obtained.
i
at 55

60

R 4

dro- 65
iter- -
zime
hich-
alo-
mer-

70

rced-

m'is -
‘,’dl’(’"- 75
nter- . i
wime 4
which - .

e i

g-z" I

or |
active agent

et

i e 3 i

e oA b rr e

s

7 —aron o




