1— (4 —SAEE) 4,6
1,2 "8 3 WERE—
o FR7EREME S RPEO R L

¥ & TRHARIN

N—H it A WREE L MARBETSIRBAMPER . & P, 1—
(4 —FRER)—4,6——FHE—1L,2—"EWE—2—W—3—R B ( [k
(1,RH-531),fBfi/NE, REFHEERT OMBEARRE. MRELCT,
~ M.C.Seidel% A I &R ENEL, M1—(4/—HREHE)—4, 6—
SR, 22— 3
#uprE—2—mE(L ) Jyhi

. PN

TR, TET5% iR K G .
39% &1 1 A31Y% =% T e é] -t
MRHEER(Y ). Y

RMHFRTLERES | .
it sy, ko LI N ﬁl;w
R R RN R IR SRR ik fj e Q) + Wy
I, TEARRIEERKRE ; f
WR KRR, 1—(4 T
_i{kﬁg )-‘—4’ 6—:15}3 60-90% HiSQ4 /E‘j\
H—1,2— = itk r—2—T o-ir0c o
(V). VREGETRE e <j
S BEA191-192°C, @k ci
ERER, B E R B E . x

W, EESKET, VAR
BB KEEERNT RIS, X THAMERELE—ERE D, KIVOPIRER
FF A,

® 430197844 B 10 B keE,



28 B o ok 2 OE R 197 84

M ERBEIUATA, ERRGRAMT, Mt R E R KE bk
P, WINRIB THNERT k. BNERRTVSERROR A, 28T [
[ L ks

r oK ow A
LI SN HEBRRT Specord T1 TR MLTANSEIN N, RER A Ry bBE ML 2y H'—
iR SLR BOR A TEOL—INM—PS—100 BB SR, 41 % 100MC , &
#|CDCI,, #%3 HMDS, fa#iniEioorh, A% E1080(HZ) x0.01PPM ;. i

BEAMAT - 12BIFUHIME, RS R0.TmA, B FEERTOey , ML, T
FERTICARAMENE, BASERTANSHEREE, K&K,

N—(4' —BMREE)-NZHENHE R

WM B (b1397—98°C)*ﬂ%ﬁ%?ﬁ@ﬁ“ﬁ%ﬁﬁ?élO“C@ﬁEE NEBE, K
MR ZERERERES, UERETLR, SYRIEEER, BREEH
KR, HH200~201°C, PRe1%, ( XMME HAH204°C),

1—(4' —MREE)—4,6——PHE - 3—NE 12— HttE-—2-W(E) B
&

{E500ZF M, IMA19.53(0.10Mole)N— (4/ —HRER ) —# 2 B
BRZEL0ET, REMAETTEMR. NERAEBSHIMMNEELI0ZEA LK
ZE 1287 (11,055, 0.11Mole) ZEEHB S5ZB AN E MREAIE K . E#HK
B ERI ARG, B, RCE. CBMERRE &, =5 TR, #
22 8HLIRF 4 Bk, FE88%, MA3L0~312°C (SLRRML®I314°C),

pesh A G Bem™), 2190 (&) 1660 ( %3k ) , 840, 1480, 1580,
3010 ( K )y 1525 ( MEBERIBRBIRE ) 5 1370, 2830, 2880 ( &),

1—(4 —MREZ)—4,6——FE—1,2-“EiltRg—2—W—3—BHEME (V)
HaR
250 B FH TR, $13.052(0.05Mole) ¥ 550 T MR IB SR, MO
FE 30 B INTRT/NN R IR #1954 3°C o WHIB B KK , MARER
HBIpHT ~8, BHEBKERK, iR, KE BT, B8 514,03, 3R100%,
fi i230~232°C, FMELRERTEMRRE, BH 230~231°C (X 8 B

o E B PRER RN, BB, REE TGRSR TR 8 T B
Br. B, HU— G FEH % RATA Y.



M L Nt i PR R R R A B p B B RY 29

222~226°C),

AEZEHH, BECrH,0,N,CI3FEE(%):C,60.755 H, 4.74; N, 10,133
Cl,12.81, Wisz® (%), C,60.56; H,4,84; N,10.15; Cl,13.07,

2e9p (ki 2em™), 3175, 3200(@iREN—H ); 1680 (HEEC=0)+ 1550
(EERC=C)y 840, 1490, 1595, 3100 ( X3 ),

Bk (m/e), 278 (M +2, BREF33%M ), 277 (M+1, #EFIIYM), 276
(M*), 261, 260, 259 ( 3 &), 258, 232, 224, 204, 188, 152, 111, 75,
53, 44, (EH—)

H— b ok 36 3% (5,PPM), 1.95(#i4, 3H,4-CH,); 2.64 (3%, 3H,6—
CH,)36.12( 314, 1H,5 - H);7.10,7.48( £ #Ei%, 4H, HAA'BB' R, HIF L
H), 5.60(%a0%, %%, 1H, N—H);9.03 (&%, %%, 1H, N—H....-.0=C),
(E=)

,u.‘['. Ll‘u. L 1t .uli‘ _ 1 [

40 60 a0 00 IZl) 140 160 180 200 220 240 260 288

(mse)

B ALSHER

h/\__J ’ |,__/;____ [

B eaHWaH! - E RN

1—(4' —FRER)—4,6——RH—1, 2—ZF 0t —2—F—B—HE( ] )
&

#25.955(0.10Mole) T, & T80ETF: (1457) 90% Filkrh, 7E130 +5CHyH
W RS .5/ R HUG BN VKOK N, BN E B &SR TTIE AR, F EE LM
#1&?&1}’3% EEEEmEE, WHiE, SACEKE, MRV ZREH. BERSIERL

y ERBGITIE, HiE, A/KMEZ%, HiE, SHeRRRIEEI4. 058, B
2os~21o°c ZR53%, BHRHPERCEREERG, B8 e/ R &k, BS



30 hoil k ¥ ¥ R 19784

216~217C (SCHR{E ®I215~T7C),
fc 2 A (idkem™'), 2700, 940( —OH); 1735, 1400, 1230(C=0); 1540
(nErEmC=C); 3050, 1600, 1510, 850(3K3R); 2910, 2850, 1380(F i),

1—(4' —~MREE)—4, 6——HE—1, 2——HikRE—2—B(V)KNER

35.275(0.02Mole) ¥ 57EA (137 )RR R4EF KB EB#, -ﬂﬂﬁ%ﬂﬁi
ABE, FFEMBE RN TREINSERH, $HEBBRRAKERPREpHE~9,
HAMRBETE. FE, Kk, B, B4 6 RIFEREKNTE, Bx8187~188C,
FE8Y, WEBLELNENE. HERARNELR, SAGBKRFAFRER,
BR191~192°C(AR M), BHixTHE. 28, ¥, —8MEEN,N-—_HER
BtE— KBl ts ABETXK,

AEXEFS ., & C,H,,ONCLitHE (%) C,66.79 H,5.18; N,5.99,
Cl, 15.17, W& /E (%), C,66.855 H, 5.38; N, 5.85 Cl, 15,45,

pe s X HECEHem ™). 1665(C=0)s 1545(MEBEFC =C); 3020, 1590, 1482,
820(3K3R); 2880, 2840, 1390(H ),

JEik(m/e), 235(M+2, 33 9% M) 233(M*); 219; 206, 2055 190, 154
129y 111y 75; 67y 53(%&M), (A=)

H'— 5 4% #4538 (5,PPM), 1,84 (i, 3H, 4—CH,); 2.12 (3%, 3H,
6-CH,)y 5.90(2i%, 1H,5-H), 6.26(3 &, 1H, 3-H); 7.05, 7.40(% &
%, 4H, AA'BB'R%, XH EFRE). (HM)

1

\

| C :

i b ‘ i 1
M 1 L Ih Lol LJTmrl__ﬂL_f
0 Tae a0 ee "';@'ﬁ;*iﬁ w0 6o 300 ame 24

troe)

A= JLSHV aBGE

L L 1 L} L [} 1 A
100 80 60 40 - 2 @ 5
(PPM)

Ay eV H! - B sERE



®B=M WEUEHEERENH PO E 31

VSEBBRERE

¥132(0.04Mole) U FE TIOBA MMM A A HE -5C, EHHTHANHRLR
IR NS 2R T K R LRI i, MBS B -5C, MEBEERNE LK, ¥
KB\ MPBESERE, WHE, BIAUKA, FBEITEALR, T8, Kk,
BT, SRFCEE. TR, EFMPRELR, BRECRENE, HH214-2167C,
mAFEpULeEEE, 518, HAEHIK,

wow

1, 3—HEE—2—FE L EMABRKBESHRK N, ¥ B W, Wennerfnl.
T.Platit®!3f4—MH - 6—ZH P E 3—FE 1, 2——gnE—2—mH(1.5)
4,6— " FH--5-FHE 3—F|E 1,2 _Eablig—2—m( V. )E50% BB ch [\ 7%

! R 7
SN\ [

o [ | N
PAVAVAN -
| D Y
H AV VAN

| § N

\\\/ I.I.I
M a:R=CN WM a:R=CN
b:R=COOH b:R=H

c:R=H

FNEAUKRR4% PRI R BN 52500 BHR = W(M)s 10 . 78 3200
T (B0BRMEVE) , HVE20%=RMPR=HW(Wo)o TR AT ML EHIE
FEELFHT, HERUBPHTHEB/PRREAT=H (V) ¥ FE. U Wop
F o <R n 2 ) R B (e PR R P R B L, RATAR I 94> Frp N— xS 3t
DI RRK R S WA E R, TR 2R 547,

2, REFHVRSHHEE. REZERSSRANKE, TUHH: (DRAFE
EMTRERFTHER, TEHES TR C,H ,ONCURAFE (M*233), &
M+ 20X IRE IM 33 B, TPMEEE—MEET. ()N H—8; @ik
IEMEE, ST HERE R ZRRER (M EARAA'BB 74 ) 4h, €8 H
TP ESH I EEMERT LWERTF, ENSHSEHEEERRS, 2BEY
O, 4, 6—ZRE—1.2— Sl —2— R H — R IR SR, 4Rl
HBEMMEE. )Mt HSFEBERY, S50, 1. Vi, Lt &HV4E




52 o k% & R ‘ 19784

T 3—fr b e e, 3k, BERsWRRE VR -

3K N IR, %4 W7ECIR AL Seidel O RS, AN
FiFlE & (222—226°C ) SRATEIRE L RITEMRGME (230—231C ) HER
ko RMBREZBRSTRIEGH T EHE THER, HhH—% #% & HKi2(@)
T EERE SR A R TR 2 B4 B 45.6059.03, 407 N 80 ikib 2454y, WERk
®F—MRTSWEROBETRR S FRER, H1 K ¥ ABREESB,
M5 — A RF LT RE Tk, Dudek(118) @15 S48 F oy ER OB M F 7 3L
BERTESE, At URERNENSTREROT F &L 32 5 85 5%
510.9%11 éppm, JLERSHEM TIEMRT.

1

v |

hﬁ/”‘ o ©YV |
H

" °.~'”B &.N/ 0"'H/N\cr-13-r_;

TN,

Cci N

v Hp:3.60 PPm VH (&) N-H:10.9 PPm IX (S)N-H: 1€ FPm
(§) Hg:9.03 PPm

8 ¥ X W

1) C. C. Jan et al., Buphytica, 25 (1976), 375—386, 23 (1974), 78—85,

723 R. C. Wang et al,, Crop. Sei., 15 (1975), 550,

{81 I. Harado, Nippon Sekumetsu Gakkai Kiji, 44 (1975), 324-—328y Chem. Absir. ,
84 (1975), 85478s. ’

.43 R. Y. Yih, Hortscience. 6 (1971), 460—461,

757 E. S. Oplinger et al., 4rgon. J., 67 (1975), 443—445,

-8 M. C. Seidel et al., Ger. Offen.,1, 900, 947 (11, sept. 1969); Chem. Abstr. ,
72 (1970), P21616g.

{7 W. Ried und B. Schleimer, 4nn. d. Chem., 626 (1959), 106—113,

r 83 A. Baruffin et al., Pharmaco. Ed. Sci., 22 (1967), 769—780; Chem. Absir., 63
(1968), 77925s. ‘

{93 W. Wenner and J. T. Plati, J. Org. Chem., 11 (1946), 751,

(103 J. T. Plati and W: Weaner, J. Org. Chem., 15 (1950), 1170,

t113 J. A. Elvidge and L. M. Jackman, J. Chem. Soc., 1961, 859—866.

r123 G. O. Dudek and R. H. Holm, J. 4m. Chem. Soc., 83 (1961), 2099—2104,

f13) G. O. Dudek and R. H. Holm, J. Am. Chem. Soc., 84 (1962), 2691—2696.



B=H 3k e W6 AE MR A R R B -

Reactions of 1—(4 ' —Chlo ophenyl)—4, —Dimethyl—1, 2—
Dihydro—2—0x0—3—Pyridinenitrile in Acidic Medium

Xie Songkai
Abstract

Reactions of [1-(4/-chlorophenyl) -4,6-dimethyl -1, 2-dihydro-2-
oxo-3-pyridinenitrile (III) in acidic medium under various conditions
were studied, The nitrile (III) was converted to the amide (V) in
concentrated sulfuric acid at 95°C with quantitative yield, When the
reaction temperature was raised to 130+5°C, the pyridonecarboxylic
acid (I) was produced with a yield (53%) higher than that given by
the Seidel’s method®. However, upon treatment of 111 with 90% H,SO,
under reflux, an unknown white crystalline compound, melting at 191-
192°C, was the main product (V) in 98% yield. The structure of V
was elucidated as the decarboxylated product of I by microanalysis

and various spectrographic methods,



