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Résumé -

1) Therateof susceptibilities to the knockdown

effect of a-di-trans- allethrm kerosene solutlon‘

(100 mg. /100cc. ) of adults of the common house
fly, Musca domestica vicina Macq., which were

reared on different days was investigated ex- -

tending ove}‘ a long period of time. The house
flies were cultured their larval stage by the

medium prepared with the residual products -

in “tofu” making. The. paste of wheat powder
. was ued as the food of their adult stage.
And the healthy md1v1duals of umform size
4~o days -after emergence were used for the
experiment. Andl‘the settling mist apparatus

method was adopted for the presenf experiment.
2) Though the quality of culture medium .

prepared with the residu:l"product in “tofu”

making was considered to be more same than -

that of the horse manure, the rate of fluctu-

ation in. susceptibilities of - the -house flies
rcared by the former culture medium in accor-
dance w1th provisisn of the standard method
was almost the same as that of the flies rcarcd
by the latter culture medium which was re-,
ported in the previous paper. It is very difficult:
to get the house flies possessed the same suscep-’
tibilities at all times. s

3) In order to control the susceptxbllltles of’

_test insects, we “should estabhsh the standard

insecticticide for biological assay, and accor-
ding ‘to the result of preliminary experiments
with such standard insecticide, we should aside
those individuals which - fall: thej‘ range of
certain 1imits of susceptibility,

_4) Ranking ex eriments on the susceptibi-
lities of insect strains are necessary to be
carried out repeatedly. It is somewhat dange-
rous that we rank the susceptibilities of various
strains according to the results of the compara-
tive experiments of two or three times with
the standard strain. It is important to think
collectively the experimental results which were
carried out repeatedly extending over a long
period of time. ‘

Studies on Synthetic Pyrecthroids Part IX. Assignment of Geometrical Conf iguration of ad-
Dimethylsorbic Acid, Yuzo INouYE,. Toshio SverrA and Minoru OmuNo (Takei Labora-
tory, Institute for Chemical Research. Kyoto University) Received 31. July 195G. Botyu
Kagaku, 21, 86, 1956. (with English résumé p. 92)

19, gL RO4q FICEAT3HR* BIXNER ad-Dinxelhylserbic Acid OEFIBEORE

JELH=

CZHFER - AT B REAT RPN REDiRE) 3L 7. 3L x|

IXRCBEULBESONRREAROBRICR T, MI/EEYE U T ed-dimethylsorbic

cter 2HITT 208, TOBED af- ZMAGE

DMITHRHL RAERYTH 3 SR (mp.
208°, 209°), d- =378 (mp. 163~4°) Kot mp. 186° @

@ acyclic iR ERcZ OE > #

f$INZDT, ZOBRTRITHGLZISET S C i, DO TR IS0 MM 2 Uiz 5

BT &) i TIME KR & 2o

& T 5H alkyl

T diene carboxylic acid @ =R 4

ORI R USET 2 LR ChERLADN TV DD, T THEHTL OB O FTHMIC

DWTOMGNHYED S trans M &5 D EHERUIZDTH 53,

ARETIE T 0% TERINICHE

‘- BlUtz. Wb ad-dimethylsorbic acid % Pd fiff ¢ U TH 6 1 3 @d-dimethyl-de-

hexenoic acid @ UV Ry IR B =< b,

M 2 WESE

725 T WEHESL (PK) ORI X 2T trans
Utze REDT S X OTMMM AT REAMIT & AT s 1,

DO T BIRR O RN =

RN HID trans WEIEN HRERIIC SEEWENINIIC SR D, RT S IB~IZEIFH Uz

- @-alkyl FlifadtiE diene carh xylic acids o #8fddssic: & UTH b — i

2:1))515{(4: 507

BHEOMINREBIREED KRTH, *a 495
Reformatski ester 0)1]537](’&]: STHDTHE N iz

methyl 12 ethyl ad-dimethylsorbate %, KO
FIT olefine [R7& LTLAUC ethyl diazoacetate
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@Ff-fﬂﬂ’ffﬁ'b V=D ester &35,

. T O . dimethylsorbate 2 Hi{tAY T, @f-C=C
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Bi U R % M 21 %—0

oYYl U ZMNS TR, BZJJ;-;“n‘JiL;L?XB iz
#OL@T,*%KPF“@C@M@JIH&KOU
TMﬂUm&MMﬂw%%braholmB(hm
B Cor=Cen KTy (B Hi{Y) b3 cis K% kB
A Can—Cn fh'{;.f» s-cis Wi THDOTH X s-trans
AHETHDTY Co DKHIT & BRHKEIT L OIliT
1375 b DYLIKFL (steric overlap) MHES Do D
1 Cao=Cwx» %A (af-F5E) s trans E_J'Pé:_?nfﬁ
DIIXC DL 5 LB A L T 5 I WICS
JRIREDTHE 5 1 5 ad-dimethylsorbate H3HE—Fl
BUSFES IS &0 5 SRR TI R BUKRIGICRT
MARBED Y, X ORESEE BAOND s WsE
mbaum&m&mbrémzm&bﬂ;ntmm&
IEAL (stereomutation) 5 & EAHL LI EDT
ARIND, PEOTHEABRCOMBTU LN BHE—
“FiD dimethylsorbate i3 trans {ifi% & 5 &2 AT
RicDTH DY, THIEHUTORBILAR IS
INTRES DIz, TO of ZIEHA DRI 25
 ZHEADAIRETER diazoacetate MHNDFIRT b £
DO SHREIND EBALNTHDY, N—HAIKT
T ZHRRRYERD 5 B mp. 208° ORRIIRARTI=ZHERD
racemi (R —HUL, C O DDHFEFICLDOTHY
bNICHBIERR (mp. 163-4°) RRRM =R & 5E 4

I—BLicle), T dimethylsorbate MSSMIE%

PEAMICIENIS 2 T &3, ThEN ohiean TG
DO KRR D HRRMNEID = MEGA OMHEHS trans i
ﬁwtétt»kﬁ?%&twubuwrﬁgUuﬂ
2H0

¥ Lin-tead 4
HUTDNT, ZhDBDHNIE cis-trans Z2{Ld5 UV IR
RCHELNEERRIETC L 2MD DT b b
sorbic acid YUEKDS RIS Mz 2
FilERHHEUT WD, HHMOD ad-dimethylsorbic
acid @ UV IUE 273ma icJiEicie single
intense band (e 22,300) Z/RUL i Linstead &5
D5 — 45 BHENTIUL trans {720 bE B DT
DAY,
methyl I3RS AMGICHREALLND
bathochromic shift % FIBLUTS, Ciilitpo¥
BB DORY e =M@ UT trans %o &

i 2 NIRRT Th Do 1HICCOUKTEEED -
5D sorbic acid Tiz el L8 @}le’U’U)Z‘EﬁSA'

iU TehvEi cis, trans . Gjiuuj Xﬂjp{‘fZE'g'?
DITLL, FHHBOMTIE 10 TMﬁmwbrc
M EDIHELIBNC ETh D,

BifEG alkyl FH sorbic acids @ :‘.m;ﬁ‘i{} D%

IR 2 Ui g 2 DRI ATAD IS D —AY Fyik

BRSBTS,

% X sorbic acid @ LK

sorbic acid @a-ugwwa-KZc@J
Amax D

Flg 1.

els (CrCaS-trans)

cis (CrrCa S-cis)

L T S el

0 -1 2A
Planar projection diagrams of . cis-
and trans-ad-dimethylsorbic esters. :

Employing the: following values for bhond

lengths: C= C] 35, C-CL.54, C-H1.09, C=0
1.24, C-01.44 A and bond angles: C-C=C124°,
C-C= 0121°, 0=C-0124°, C=C-H 120°, van
der Waals ndu for oxygen as 140, for
hydrogen as 0.75, for CHs as 2. 0A (cf. AL
Maccoll ¢ Progress in stereochemistry I, 3061,
(1954); K. Lonsdale, J.M. lxobertson, I. Wood- '
ward: Proc. Roy. Soc., 1941, 4./ 178, 43) '
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B R B 21 %1 o

V91T ed-dimethylsorbic acid (I) 2E4KER
U ad-dimethyl-da-hexenoic acid (I) %%, D
IR B¢ UV Be & Gt fREEE R (oK) 2UET 2
cEitt b ef C=C DML MEL, b b
{ & D ad-dimethylsorbic acid (1) DEAHIERHR
SEUICDTL S IEliE TR Th 5,

Farmer B0t Hughes® I sorbic acid % Pd
a0 6022 kIR 247 5 & dibydro-acid DRE&¥%
135035, TOYA de-dihydrosorbic acid 33 85~90
2a%ith, D dihydro B& DEHEMIKS LML

3, AL Pt 2 03 & AERYOARE T IETERIT

TIE S NI RHEAY & KA LORURULABIDIE
MEESODKRAYT, dihydro LAY 2028 LT D
wMmeénmmotct%ﬁ%bfuéo

Clly CHs
>C=CH-CH= C<EobH

Cl;
(I
H. Pd-BaSO,
CH; - CHj;
SIS CH-CH-ClE = C<E0h

(x .

Hy-Pt

CllIs R _ CH;
C”s>cu-c(1:,2)cuz cx:gCOOH AN
CH;3-CO-COOH (D

CHj, _
. CHs>CH-CH,2. COOH (w)

CAuTHi LT ad-dimethylsorbic acid (1) % Pd- -

BaSO, MR THAKE 2 5 LFMUICH b FEHIIN
T da-dihydro- {b&W2H U 5582 S iTif T =
- A7 VREIR L DB 2R UG ad-dimethyl-
da-hexenoic acid (I11) %1%z C DILAMIZA T~
figjtic.k b pyruvic acid (1I1) (2,4-dinitrophen-

ylhydrazone mp. 218° & UT) Byt iso-valeric
acid (1V) (&4 Bk R p-phenylphenacylester
mp, 77° L UT) 2McC ik b T OMEL2REL

120 461102 ad-dimethyl- da-hexenoic acid (1I)
@ UV 4%z @f-unsaturated carboxylic chromo-
bhore Iz B D single intense band (Amax.
218 my, € 14,300) ZR_L, RE & D dimethyl-~

* sorbic acid (I) 0)7;;‘?@‘ conjugated diene carbox~

ylic acid @ band (Amax. 273mg, ¢ 22,300) Hi5%
BCHRT B C &b 6 b LI BA
WANB, HICHBPHELLTY, bk e 2L
UIZWETRS T &3 2220mu HHETA<S PRI
ARG Aﬁ- 4y-dihydro &U\Eﬁitﬁméﬂﬁ.ﬂﬁ
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fitic Pd Ml CHKR 21T

BYDREVTNVRNCERRT, LD ad-dimethyl-_

. d2-hexenoic acid (II) it Pt }'ﬁkh'&ﬁ;jd’ﬂcmiﬁi‘

nl LD H AL T HID aﬁ-dmethylcaprolc
acid (V)@ B35, SMRUROWMHENC (0K) b
ESNIBCRBRTNTE @K&W&Eﬂ?& hre®

FEHUTN B,

ad-Dimethylsorbic aC1d ¢)) @&ﬂf«ﬁﬁi@i}\uﬁs"
ArYO>TINIM B 5??@ 3 1 1z ed-dimethyl-de-
hexenoic acid (II) @%Hf‘kﬁ’% HEL %@‘fuﬂlb>
5 b & ORMDIANRZHET 2 DTH 55, COW

 FRERIEOMNC b & OROBIAMESLAY (stereo-

mutation) LiZLEWVWHER 5 C LT Bo .
5 PR TIT stereomutation
573, & LD diene carboxylic acid @ 8 =R

KB O 2O S BRIShB D LEA BN
%o BIAIE trans-trans-sorbic acid (35D sorbic

acid) 2FA—ZUHE THKR TS LWKD de-

-dihydrosorbic acid® (_mp; 34°) 2HETAH, Th

{2 pyridine 3T malonic acid & butyraldehyde
& D Doebner fE&IT LD THE bl trans RO S &
&L =BT 5, &A% IIK—J pentin-l-carboxylic
acid % colloidal Pd OTFED § LT Y@L T H &
"ERRD mp. 34° B & L BOBIAEL (bp. 201°)
PHoN DO W, BHFRZTOITTHRED s~iwc cis

‘m@%aaa@axnanruao

WL DX IR LT stereomutation LTS

,iLT:‘ ad-dimethyl-de-hexenoic acid (1I) H3Z&D

FBUREET stereomutation % ilg XIS AN & 22

Do COMONBIRERT U TR ZLI TS

BNDDH B L S BHHITIEI 5L TRWDTT DB
i d stereomutation JFIWE THWIRNEZA TV,
Angelic acid OHMFIEEILEEEC DOV TIRITITHIY

B H® R 2-methyl-2-hexenoic acid MRPEKIT

DU TOMSI DTS THE Cason® iz &> THH
INTWdo THICINEEFTOREII WL
ADFht% b DRIEER 2-methyl-2-hexenoic acid

- O cis, trans SYEKIZHE T THBIZEE RV (220
| ~270° DESRICE BUTH) M5 T & bl s

BTH UTHAEDETD 5 L e b2l #HED
DOBA A 140° (1I0mm) LEDHRIIIL LT
WREWDTLDFRED S & Ti stereomutation DI
BRELIINWELUTEY,

AN OPERFT 5 12D o> TIZHBR AL Y
PERIC DD TIL R 48 C E BHF LWL LRSS
BT BOPHELOMNEITIIHE—FIDIFEA Ud B
BEfits FA AN

#:Cb‘(iﬁﬁwiﬁ@m SN O DRI
ﬁ%wﬁ%¥m§ﬂ@ PBERTHT EBIMED. .
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Fig. 2. " Ultra-violet light absorptién spectra
.of 2-Methyl-2-alkenoic acids :; (a) @-Dimethyl-
4e-hexenoic acid, (b) Tiglic acid, (c) Angelic
acid, (d) trans-2-Methyl-2-pentenoic acid, (e)
trans-2 - Methyl - 2 - hexenoic acid, (f) cis-2-
Methyl-2-hexenoic acid, (g) trans-2-Methyl-2-
heptenoic acid. (b-g) J.Cason, M.J. Kalm: J.
Org. Chem., 19, 1947 (1954)

|
200 205

Fig. 2 iz @d-dimethyl-da-hexenoic acid (11) D
Cason® X 3[IRFID Cs5~Cy
a-methyl-#B-unsaturated acids ® UV-spectra &
K UTRT, Lrodbhbod Lo, Th LOMT
RIGREED dmax, (ZFA EFT—E (217~218mp)
ichb, cs, trans 2HNT 2 LiREESPEMILIE
&R DN LBV 5P TH e RUBMBHEIL
€ BUIMCUSARERU, & 502 MAITRT s Rk
i trans SUEK Y DIARIZEN e ZRUL TN Ao 3
HHB D ad-dimethyl-de-hexenoic acid - (II) (:t
*  Buchta (Ann.,, 598, 13 (1956)) it 2,7
dibrom-2, 7- dimethyl-korksfiure dxmethylester

UV-spectra %,

OB HBritx>7T, X Inhoffen (Ann.,, 585, 132 -

(1954)) i1z y-brom-tiglinsiure- methylester @
Wurtz ISR X2 T— o “all”
dimethyl-octadien-2, 6-disdure-1, 8-dimethylester
213, 7 OUVIRELUZ 2 T Buchta 1 ea1;=22, 000 %
R Inhoffen i €2175=15,000 %43 2. T3, Amax.
BRYEHGOR (1) 2k —&UL, €} Xﬂx‘lcﬁ’*‘fﬁﬁ*
RY~xKX3THo

*% el bfii Cason® ]}40\?’5#&[‘]&?&2};105
T o Cason{(J.Org. Chem., 19, 1836(1004)) 0)
¥4I %5 spectral data 28D T &, :

~trans-2,7-

I G |

Amax. 218mp, € 14,300 %ii¥*, Carboxyl Jt&
Afi alkyl JL & DNND steric interference 13 cis B
YERD X bEY intensity ORIH & %A b4, 3ORN
methyl J§5.% DR XTIEAZALLT S € DM
EAENMITRE MBI TH D LB I WML LT,
Cy BLilOPHiIL DA X i steric interference (W
AETBEBION M A T Lot * EDTHNTD
@d-dimethyl- de-hexenoic acid (II) @ Cy LD
AEARHAIE DI IR Rk (Fig.2b~g)-
BT BHAIIZR <Y P VIS B IR
REEZLTIVe ENH IR TN
C ORI 6T trans mmm bOTHBL m )
N3,

Fig,y3 i€ ad- dxmethyl-dw-hexenmc acid (I1)

DIR spectra % Cason® ODH/RKUIRARIID - -

4 T T 1T T 1T 111

6 7 8 9 10 12 14
/J

1l ] N 1 : y 1
1600 - 1209 800 cm®

Fig. 3. Infra-red absorption spectra of 2-
methyl-2-alkenoic acids.. (a) @d-Dimethyl-
da-hexenoic acid, (b)-Tiglic acid, (c) Ang-
elic acid, , (d) trans-2-Methyl-2- pentenoic acid,
(e) trans-2-Methyl-2-hexenoic ‘acid, (f) cis-
2-Methyl-2-hexenoic acid * (g)trans-2-Methyl-
‘2-heptenoic acid. (b-g) J:Casorn, M.]J. Kalm
J.Org,Chem., 19, 1947 (1954)
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ﬁ-methyl-wﬂ—unsaturated acids DN 5 & 21l
LTt ~ -

—lLT 4 &5 D IR spectra i DL i3 cis B&
trans W& T2 TAUREIRDO XY LTVE L SIRAA
DDA UE, & BHIELTidcis KN trans
L& DT L ER 2RI EBIHE S, Db
PELTIAR NS OIERDR A DL B FH

78D LEIERITERV VT @d-dimethyl- do-hexenoic acid i

(11) @ band O EH 2-methyl-2-hexenoic acid
O cis, trans YLD & B HAELT Table 1 i¢
PR,

“Tabel 1. Infra-red ai)sorption’ spectra of 2-
methyl-2—alkenoi.c acids. Bands most suitable
. for differentiation of isomers. (in pg)

ad-Dimethyl-. |trans-2-Methyl-| cis-2-Methyl-2-

4e hexenoicacidly 4. o . aci:; hexenoic acid*
6.10 VS. 6.09. VS 6.11 VS
6.8 S 6.85 W' 6.84 VS
7.08 VS 7.03 VS 7.04 VS
7.8 VS 7.76 VS 7.78 VS
7.95 Sh 7.95 Sh 8.00 VS
818 M 815 M 8.12 Sh
8.63 S 8.60 S "8.54 S
0.03 M 9.08 . M 9.08 Sh

- - 19.33 S
0.45 M 9.44 M —
C— - 9.55 Sh
0.6¢ W 9.70 W — :
0.7 S 0.7 S 10.55 VS.
0.9 Sh 0.9 S —

Legend to band intensity abbreviations: VS,
very strong; S, strong; M, medium; W, weak;
Sh, shoulder.* J.Cason, M. J. Kalm; J. Org.
Chem., 19, 1947 (1954) :

Cason® (ki cis, trans ﬁﬁl&%&ﬂﬂé‘ékm
RI~W0p DB EDE SN TH D EE 56

Freeman® 3 trans [{BMEEIOD spectra TR D A

NS LW BRI % DT & % LTz cis
SAPEMIZ 9,33 4 1IN single absorption band
RIREH trans WHEKTIRC DYIRIZH IS b BL3E T,
»HT ENDDHD (Fig.3 B $TNTD trans Y
HRT 6.85, 7.034 D double band IXTHNTZ DS
BB LD FLICIXYE shoulder L TRDLNB T
e D, TRUTRL cis BYERTIR HREDH O
band & bR RS TR RIS 2D
BN E LT 7.8 & 8u O overlqpping car-
boxyl band #2855 C &3 HH# 5, Freeman() iz

90

Bom R % 8 2l BN

SAUSRFIEEITIE & U e-methyl EHIEAS MU
WHsd & D (8p) band {F&hFHL, a-methyl EHk.

Db BBAIIEH LD band OHHBLHHOES o
LT UT e-methyl-ef-unsaturated acids Ti2

Fig. 3 K¢ Table 1 505 & 512 84 Dband
idtrans REEIKTIZ X DFFUDS, cis REEKTIZHED
band DJFhid b¥, ZNWMINSD 2 DD band
3D relative intensity [T cis & trans LR E Tid
TIERIRIZDTVS, 1 L LORYEICSH Hunsat-
‘uration bands (XS cis KOF trans FROIXHNIT
REM TRV, BEE 6T s O bands 2=
HEOHIZFNIGEWRIE s ED X 5 1z molecular

enviropmentsiC LD T fPEIN B L L Freeman

KEDTREINT NSNS Td 5o ILE Buchtad®
it “all”-trans-2, 7-dimethyl-octadiene-2, G-diacid-’
1,8 12T 12.34 @ band %44 E UTHIFTY
3%, ThiZCOYEORMIIIAEY LIUb S,
Table B¥ ECH LicC & B & ic ed-
dimethyl-de-hexenoic acid(11) i trans R ThH 5
CEPRRINEDTH Do ,

TR DBD trans WTEOTER DT & X IEgE
L7282 DIXITHHIDK (0K) TH 2, af RUHKD

- BRYEUER b4 B YL SR BRI Ui LIS D 3R

THYE SN TWDo f REUFIMD cis Jifk{kps trans
FPERE b § BRI S C LB KB RTVAIYT -
NThd, TOUED “acid strengthening effect” |2
Ingold ™) DT LAULT FIAIRIGLE DI b b D
carbbxyl LD “twisting” GCEDJ'Q;Z) EBLLNTH
%o ad-Dimethyl-de-hexenoic acid (II) @ pK {ft
% 2-methyl-2-hexenoic acid S¥ERNT tiglic
Kt angelic acid ® pK &K LT Table 2.
Wikde .
Table 2. pK values at 25°

@d-Dimethyl-~ da-hexenoic acid 5.16
Tiglic acid() 5.05

- Angelic acid (@)~ - 4.30
‘trans-2-Methyl-2-hexenoic acid(® | 5.13 ,
cis-2-Methyl-2-hexenoic: acid(b) 4.4

(a) D.H.Hey; J.Chem. Soc., 1928, 2321
(b) J.Cason, M.J.Kalm:J,Org.Chem., 19,
1947 (1954)
TS DTS methyl MR Y ik X AL IEA8IE
UTERA LB I iz d» b ad-dimethyl-da-
hexenoic acid (I1) @ pK {fi (5.15) 2§ 54 T

" DEED trans M RIR U TV Do

CO &5 I It UV RO IR B, pK {1l
EM & IS LI EE IR —B U T L DD «f ZiTikS

'



ot Fog o211 BN

N, DT ED ad-dimethylsorbic acid 0 af-
ZIRAYI trans miﬂfrf"}’)ti‘ﬁ i—Ok i 3%
ThHe UHZDWTIE 2 DDNIRIT=35R (trans-trans
“mp. 208°% cis-trans mp. 20()°) BOHE ek b
Mol d- AR S RRMOMFI= TR
- Otrans fEBSRRNITIEVI SNz C Litis 5,
) = 0B .

Mp. RI¥ bp. BRFMELEDDIZ, UV Bt n-
hexane % & UC Beckmann model DU quartz

spectrophotometer T, IR [&iXix CCly K7 CSe
' ® mol. ¥ & LT Perkin Elmer Model 21
double beam recording spectrophotometer "C'f:r
Dize UMD IBZIFMAEE 2 KD UL i IR
spectr't iIlIJ;L(C’)L\'CmIﬁEIHC‘T. PNVt 2P td) i
ik Z&Kf@i‘iCmEUJmﬁ’%k@'o

wﬁ-DlmethyI da-hexenoic acid (2,5-Di-

methyl-2—hexenoié acid) (II)

MR OARIEIR XD T4tz ad-dimethylsorbic
acid (I) (mp.134~5°) 15.8g % 80ml @ methanol
IIEITL Pd-BaSOs it ET 2519 ml (19°) DAk
(LFADZMAEAINIR) % BINT 5 & I EMET
T ho 146N ITLAERY MR TR 2R E U Iz
- BIETUTHIE FIRRis 50 KNI, FNHER
T3 4B RO dy-dihydro {LAYRERE S IdIT
fﬁiﬁ}lzi‘ivﬂﬁ’i’ﬁf)o MLy 4.3g % 0.2 N
ethanolic hydrogen chloride (70m1). & 215 5. 51
MRS 50 MEERAIK % 4 (5 RDKTRHRIL
| Na:COs THL7 V7 U HE () b < AHECH L) 1295
DRELTHR B TR DIRD ether TRRUOIHEIK
1% 50° AT THMETFT alcohol DL 7% 2 &1L
T5, CORBITHIHYENTT% ether Trefitfh
95 o KFI R TR THRMEIC U ether THROMNS
3, fHREREIAN R XFM LT bp. 118~
122°/10mm. O#F (11.1g) »{35%. o@Dz
L BRI =27V %R 2 L @d-dimethyl-
‘da-hexenoic acid (II) bp,119~122°/10mm (9.5g)
Ri$do THhEHIILTHIND ed-dimethyl- Je-
‘hexenoic acid (I1I) (6.3g) bp. 120.5~121.5°/
10mm, n"' 1.4597 %135, equivalent wet, Found
141.09 Calcd. for C7I3CO.IT 142,19, 2max.
218mpy, € 14,300. IR spectra |t Fig. 3. 24,
p-phenylphenacylester mp., 54~6° (Anal. Found
C, 78.65. 1, 7.13 Caled. for Csl2403 C. 78.54
11, 7.19) Ether fillili UcriWEMTI% 5 L bp. 84~
88°/22mm, nj 14313 O (4.5g8) %{41e TOD
T4 T KMnOy OFIREHD» ICBi (s U,
Bre 2T 5 AL DWFUZOWTIRCH ED

/

l (1 )' Y. Inouye,

LRI Uz D1,

Ao/t Dihydro- B (1D 1g % .l[)ml @D
chloroform lCi'(WJTb 0° THDA v LM LRI
T Do MPERMAL Fizphiil, R-D1 ozonide i3K
BINA TR LT 10~156 HMAIN$ 5. COK
f‘&?{ﬁlc‘2,4-dinitropheny]hydraiine DORHARRITIK
INA, FAESTHATO carbonyl B35 L3¢

T BA—WRITT 5. WMDY BUYD ethaonl b

F#5 L pyruvic acid (II1)- @ 2.4-dinitrophenyl-

‘hydrazone (mp.218°) (0.6g) ®fi}iz, CAEIA

B EREIL mp. DM F 2R 75> D12, Hydrazone
DI % ether THIMHIL, ether IRWIZNEK Mg
SO, E Tk ether 23 U; FEMU iso-valeric
acid (IV) (0.3g) bp.170~175° 11'-’6 1.4020 753?{}7._:0
Wik kY p-phenylphenacylester %4£%, mp. 77
~8° (cf. Drake®™ mp, 76°) TEIARE & HEL T
mp. DR FRRIB» D
- SEfHY/KIE © Dihydro-ig (1I) 0.233g % 30ml O
ethanol {TIAMIL Pt fillt (Ilmg) LTRSS
{635 & IMO=MKGAHEA TS 40ml (27°) O
7J<3 PWIRY 20 ETTAIRINIMR TR RS L
FAAC & bR ESERMITSEAITKIR S v iz @d-

dxmethylcaprmc acid (V)® bp. 115~116°/13 mm
73 1.4261 % B, Amide mp. 102~3°, p-
phenylphenacylester mp, 66° X N ENEAMRE &
BRILT mp. O FRRIEDDI,

PRANDIE © pRAUS NaOH DAL I
DY 57 MR ZDWHFEAD pHAU» 53KD 5, KR

COR¥} 0.2g % 50 vol. 2 methanol-7k 30 ml IZif

RU—ELIE (25°) TR %2 & % 3 NaOH

(0.1N) TH5is 5, pH OIGEIXMA Model 40A

pH meter TRIFTARE DT, Ui LIE BE
BEKTHIELIZ, NaOH O 1ml §f FT&ic kR

BRADLE S 20D p1T DY L1701, Wiitid

3RO C DT TIBIEN D D & & BRIz,
COWUIRRD hydrolysis, solvation, repressiont»
I UTHNES MA TCOBD pRITGEMD LT
A Table 2 1{q/RUI L 51T 5,16 %17z,
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S ICEHDOURE LT, KIPTELD~-TBI2ICRLIR
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Résumé :

The geometrical configuration of @d-dimeth-
: an impoitant intermediate in
our . successful total synthesis of chrysanthem-
uxrldicarboxylic acid,  is confirmed to be
trans by the ultra-viclet and infra-red absor-

Ptions and also by the dissociation constant of

: aa-dimethyl-Aw-hexenoic acid derived from the

parent @d-dimetbylsorbic acid by the semi-
hydrogenation over a palladium catalyst. Thus,
the trans-configuration of this acid, previously
deduced on a theoretical basis, -is free from |
any experimental defects, and the trans-confi-
guration of the side chain-double-bond of the
naturally derived chrysanthemum-dicarbi.xylic
acid follows from the method of synthesis
from trans @d-dimethylsorbic acid. This method,

" of assignment may be applicable to the @- alkyl

substituted conjugated diene carboxylic acids
in general.’ ' '

Studies on tlxc Effcct of Lindane- Fumlgahon in the Opumum Period to Control Tnscets

Tijurious to Stored Cereals. ‘Effect of Lindane Aercsol to Stored Cere'tls II. Motoi InA’

and Shiro KATsuyA (Food Agency of the Ministry of Agriculture and Forestry, and the,
Shiba High School) Recieved July 31, 1956. Boryu- Kagaku, 21 92 (1956) (with English’

résumé, 99)

20, BARRSEIHAIC 51} 3 Lindane (AE@?&J%LBETZ)HF

> Lindane acrosol DRy ge Ty

TOHERIR 1Y, SULINERY 2 B C S M R £ 0) 31 7. 31. m=m

Lindane aerosol mm%wmmuximmmm BEER 621603‘?, SN Rr R RO PR
WIS 4 B0 RA TR 2 TEH L OP AR L G120 < AMOILA O X4 10 Lindane

O W 72 B o 64T, LEROEHHR IO TR,
A&y, Lindane  AM#O MBI 0N 20~24 I§IN & U TR 125,

W4k & b & Lindane WiF o7 £
ZOMFUTFTTHL

Tdh 5o 1080 m? (5000{%) izxf L Lindane 600g { Mﬂﬁwui as R U TIRIOBHTE

10022 OHIERIRB B 5 o

Lindanc acrosol izt 6ﬁﬂﬁhu®ﬂj1{l+%0)9@
THELSENETED 61, BRI 252 £k -

BT Lindane % ¢ /b@?éﬂ}é@@%ﬁﬁﬂ'ﬁ&?ﬂﬁmi
BRsi s L LBRETDH Y, NRBELBWETDH
3 EMbNBOT, DHETIZEMBELAARIEL

HED AMERBR T ZOMMRE LEY it

HUILECLATHB, LU Lindane DL AMIIE

53T AMANDOPMPHNE LTS 8DT

Db, MAKEONREIET 2T 30
5 DEMDH B, £ TIHMILEL B19R1IG 2 HE

02

. Lindane 0<¢ }uﬂaﬁm%ﬁw:o z’:mm:z men

1% O AN Lindane aerosol Dy OIS MNZHY
(2) Lindane % { ASE LT B OTINPI 2 B F T ¢
BUT MG i3 iz Lindane tOjERtE, &h
HRHHILTORURE () Lindane 1T DOEMYN]

"BARIBE ZOFEUE)R (1) Lindane acrosol i)

MR OB RO ie 20T OIS 4 TIH DM,
Bf321c 6 DT, TR O8iR2—FlREie i Ui
1LDBTIEL, ZNoDIR A FULAB LT AMD
21 Thile n%@%&ﬂléﬂmm 2W|MELTHRET



