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Abstract To obtain new herbicidal candidates with novel structure and high herbicidal activities, six new pyrazol compounds
based on the structure of tembotrione were designed and synthesized. The meta substituent of benzene ring and the cyclohexa-
dione ring in the original tembotrione structure are replaced. The six target compounds were achieved with
3-chloro-2-methylaniline as the starting material after nine steps reactions, namely diazotization, acetylization, oxidation, es-
terization, bromization, nucleophilic substitution, chlorination and condensation reactions. All the structures of target products
and their intermediates are characterized and confirmed by 'H NMR, "*C NMR, FTIR and elemental analysis. Herbicidal activ-
ity tests are also conducted for the six compounds. The results show that each compound exhibits certain herbicidal activity
toward mustard, chickweed, amur foxtail, chenopodium and polypogon fugax.
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PR, o 3 4 T TR b i o D R Y A e S B
PR 1 AT A T A B I R S R
FEPURRIA 3 AL HUR ) =9 LA AR AR A
ReM]. AU SR A 258, FFE T AT — &
G FT, PREALRIA b 2 AL SRR 4 A7 B S A
B, WIRIN B 3 AL HUREE AT 7B E 4, RIS ik
FHA RUF ARGt e 2, R 5 450 L s 2
TR, WA R — R AP AU, S
FEERUL, Fra A U558 O B R B AL & 40 1)
FARGEH, BB E, AFEZEEEA . NPERE
[ DA e AN [F) HE - 208 B B I gl N, i HLAE v 1 vl e
PR AR [ 0,

ASCHET 0 Bt S, o PR S5 R TR R ER ) 3
ArEUARE: S 3R O AT B B 4, Wt IR AT 6
ARG SCHRARIE P Bk &, FRIRRA "TH NMR, °C
NMR. FTIR. HPLC. JGZE /- Hr A1 r il e S50 T B
Xt B ARG I A R SR AT T RAES #RIA. itk
% KRN 6 MEAYHAT T BREEEIHL, M
SiREIR, fERIEN 150 g ai/ha B, ZALEPIXIRTTT
Fv B BRI DL PRk ERI R IR R E
MR, B SV A S 2670 Scheme 1 fas.

1 SRS
11 &/

2-5-6- RS 2R (2) 2 DL 2-H BE-3- R e e i
JRkL, SEEANIE S BRI R A SR R N ) 4 15 2
By, B SRR BN EE, SR k>, fEab
HRTH KD, @ KRS, AT E LAY
FE R IR N ny/npe=1/4.

2-5-3-F L -4-HIR LI AW (3) 2 UL R LI N
A, =&AL AT, LBECAE RS 515 2.
TEXS R NV BT IR R R, B R =& L ke El
WCR B, HANME A, B HoN B R i R R E .

2- 53~ F Bk -4 FR T It D O 2, 8 (4) 1) 5 1 BAUK
BE R S5 K ONTR AT, KRBT, b N
RSB R I A B, A VR S 00 A I B 4 35 2 A6 R
RPAT 42 b vE, SN fIREE A 80 °C.

z%3$E4$ﬁﬁmﬁ$$@@m%&%um
R, AR AR, i KRS E T ik
B B N R LA ny/nacio=1/6.3.

2-50-3- F k-4 R L it Tk 26 2 FH R R B (6) 1) LA
DL N7 SRR, SRR AR, R B
PRI S BRG], FRAK T OB AR
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1 3 4 5
HO
H,CO H3C? cl ¢ (.:
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Scheme 1 Synthetic route of the target compounds
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3-9R F 3L 0 -4 PR RL T T 66 25 H R Y B (7)) PV i &
B BADU SRR A TR, N-IRAR T I B (NBS) 9 i
PR, B N NBS &S N EE. R
NBS i J5kl s MATE4:, IEE ) NBS N2 A8 pl —JREL
M. W KRS, &L A Y BSOS Pk
EE N ne/nnps=1/1.2.

2-5-3-(2,2,2- =9 LA ) -4 FE LT g O R HH
PR (8) 1A B H LA DY AR A 77, AAB e, 5 =%
R ARG O, OB B 0 2 R 2, HEn
N EE AN TR [R5 /K fi B mp

2-5-3-(2,2,2- =9 LA T ) -4 B LT g R HH
k&9 I & b DA S Sk NiE ), SR L
K7, DMF NHEARF. N &5 G 2% H R ke fb
1 &R, [RIBEE R 5 K, I TE/K & e d A
UFREH.

1,3- - F -5t M (12b) 2 HH 48k TR 2R 5
FEIHE(40%) IR 15 B 100 by - i B I 3 Ok 1k B A R
Bkt s, BAAR P RE R R, Rk E S
WK M CBE G 3R =, RIS E T S B AT ik
PRI, RIS AE CEERAT B, TR e o OB
A,

HirLEY 13a S&BPE21F T DL & b N7,
= LN, R EN LA S AR, = 2
N AT A SN, PR SR A R, B TR

BN R A, EBSEHEE R, = Z B i a i 2R
58, NEREEE A A, SEHEA R B AR &
1.2 BEiEoHh

PLEARMEEY) 13d 9 xf g #y AL B 34T 7
M. MALAMERERWE & TE 2970, 1635, 1590, 1157, 852
em ' FHEA R E. B ARG A 'H NMR Gt
PR e, TR A AR 5 SO0 A 322 114) PP 356 52 SOU i Y 2 ) e {1
Wk, ££ 6 2.16 AL ILERIE; MEMEER b5 % IE R
B2 AE RS T RIS KA 5, R B EE
SINEE IR B RN 3 & B, F S ieer S
BAERFIRAES, £ 0 3.35 /WP HIE; 5IEFAM
T (137 R R A S ot SR R R R T AN 1A S T 1) IR 37 B B,
166 5.17 Je L0, (b 2200 8% 6 6.21, 3.88 /b I 2
HIEN RO FEJR T R-IEYE; 756 8.03,7.57 1
ZHEIE IR ) 2 A H. PC NMR BB LR E
g 5% 6 8.47, 9.10, 2599, 45.48, 62.55; F5 Kk 5 103.96,
112.67, 115.04, 117.42, 128.69, 133.67, 141.92, 147.35,
186.11. JLE#HT Anal. caled for CigH;/N,: C 45.45, H
4.05, N 6.63; found C 45.77, H 4.24, N 6.61 {517 54l
JE . mr RS HRMS caled for CiH,,CIF,N,OsS
445.0500 [M + Na] ", 867.1010 [2M + Na] *; found
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445.0406 [M+Na]", 867.0938 [2M+Na] ¥ ¥/ T & 1E
fi. ££4 FTIR. '"HNMR. BC NMR. 7t& % #1. HRMS
SRR, RAUESE T B S i

1k 13a, 13b, 13¢, 13e, 13f (117> 14545 13d H
8L, BEAEAMETEA /4.
1.3 BREFEM

ZIRAIHIA YNGR SOP(BRE 5 ) brifE, fif
FVEAR TR, DABRELFIIAEE 2 Y, B AR SCE R
FIEFRMEED a~11F XT3 B2 BEMR. NEE,
T S B 2 B[ B R R AT K, R 2R AL
1.

R 1 EFMLEDIRIEREDG ML R ¢

Table 1 Herbicidal activity test results of the target compounds

Compd.  FF3¢ ek EHEIR /N =
11a 100 100 80 80 95
11b 100 100 20 80 20
11c 100 100 100 100 100
11d 100 100 95 100 100
11e 20 50 40 90 100
11f 20 100 95 85 100

AT 100 100 100 100 100

© 2016 Chinese Chemical Society & SIOC, CAS

P RO N T A B AR R AT 4 B BT R (%), DR AR A 150 g
a.i./ha.

BREG LI 45 R, 76 150 g a.i/ha BAFETL
ARSI ARRBREEYE, 1a~11f BX L5 — 2
IBTBR AR, Hh 11a XTARFLRIBTFREIAE] 80%LL |,
11c A1 11d X2 ERIBTBRFIA ] 95% LA I, S5 miki
PR B A R 2, DR sl 1 e S &5 # A T
U FIAG 1 DAY B A A ) B — S5 M B R0 P AR b 2
PERTE I, A G IR A ARG T 25 i B S .

2 i

ARICLAK 2-FHE-3- G R G eih 5k, 20d AL,
OB WEEKE . IRERRAVEMN. Befh. R4k
SENGRONE . KRR S B A R T B Ak 2-50-3-(RY)
FH -4 F LR TR 6 08 IR, 32 HRUMA G STk ) B — 2P
SOSHEAT T AR ATt DL L i PR e S 2 R R A R
BRI A, SRS T M R R, e 2 AE T U
AL T EHFAS R T 6 MR STIRIRIE LAY, @
B A R AR TF I P S A BT, R, Mgk
PRI, 5 ALERTRT(E, PTERE MG, & A UL AR =
AR A TE 7950 ROSRFE  SONER TE] S kR L
AN 2 s I 25 A B TR 06t 520 BT IR NE (R I, ff o
T &L IR, R T BARMEA Y I R Ak
AR 4. XA 'H NMR. C NMR. FTIR.
HPLC. JGZ 7 A sl g S5 AT Bt H R &4
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LA aR RS BT T RALS L. 6 DHEAMLEY
e B PR S B 45 SRR W, FEFIEDN 150 g adi/ha i,
BACEDINI XS ITI H BRM. PR BLEHR
LB ORREACR, DA 2R SR T A AR it T B

WIHE.

3 XIS
3.1 X5

MPA100 4 F 3l S GRE THARELIE); Bruker-400
R SEARAX (LA CDCL, B, DMSO-dg /E 577, LA TMS iy
WhR); ZL4MEEAC FTIR-8400S; Yanaco MT-3CHN JG &
IIMTAX; RO A LC-20A. FEF R 2.8 2./
CligS PR, 3--2-FRIE RO Tl HAxiksy
Ttk 2= Al AR ) 4

B A WA FE 35 i s OB R SO S A D K
P, WA v IARE— ik, At o b 254
Cs SOMHREERCHE, YA 230 nm, FBhAHN VFFER) © V(6%
27K, 0.5%MER2)=280 : 20, & 0.8 mL/min.
3.2 &Y 8a~8c WA
3.2.1 2-F-6-F AT RG(2)09 &R

TEEZA FRAEREER 2 L YIRS, I JER
2-FFE-3-508 M 200.2 g (1.42 mol), 7K 380.0 g (21.11
mol), JEJEAHL 15 CTFHEMKIR 417.1 g (4.00
mol), B ERERIININA (Bt R AT H, N 5e SRR 4k
SEFERE 20 min. A EIEIEE 5 °C, IR EREN /KB R
(NaNO,: 102.0 g, H,O: 290.0 g), #5435 SN iR AN
10 C, BEE M AT, AaERER, SR NAER
o, WINSEEESE, dkSRBtEE 30 min, ERAT .

EEFEAAERREER 2 L WUIES, A
20% FER N 595.0 g (1.70 mol), H AN 56.0 g (1.40
mol), BAFRET 62.1 g (0.45 mol), #iiHk 2 [ 1A 58 4 AR,
) G AR PR VAT, IR RSB 10 °C,
e BB JER R . N 300 mL & ZKEARE, R
A ROk, EmEEarEm 2" 1801 g X
75.1%, 47 99.5%. "H NMR (400 MHz, CDCL;) 6: 7.21
(dd, J=7.7, 1.5 Hz, 1H), 7.13 (t, J=7.8 Hz, 1H), 7.11~
7.07 (m, 1H), 2.49 (s, 3H), 2.47 (s, 3H).
322 2-3-3-F Hh-4-F AR TEA(3) 89 A AR

EEREAA MRSE E ) 500 mL PY R, i =&
Z.%5% 200 mL, AIC1;46.6 g (0.35 mol), N ZME5 27.5 g
(0.35 mol), #REEHIAMIT 20 C, HEHIY K O ET
. T AN 2-5-6- R 2 FH 2R (2) 51.6 g (0.30 mol)
7E 200 mL =& LLe MW, iR E R 20 C, #iE
PRI R, R BN UKOK R BB R A . 4 &
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CHRERERL, KGR, 195 Bk 3 62.8 g IR
99.1%, 4 97.1%. 'H NMR (400 MHz, CDCl;) 6: 7.36
(s, 1H), 7.08 (s, 1H), 3.74 (s, 3H), 2.63 (s, 3H), 2.44~2.43
(m, 3H).
323 2-3-3-F A-4-F A A A OK TER(4)89 6%

TEVERAT [ 55 B 1 500 mL PY EHH A N 2-54-3-
F gL -4- R L 2K 21 (3) 64.2 g (0.30 mol), VKESER 300
mL fBIREN 1.0 g. 1A A 30%1d AL A 70.3 g (0.62
mol), FHEF| 80 CIARIR 1 h J5 F/KFRE, HhiEdkisHE
&=, KRR R T AR A A 4 68.6 g,
W 93.2%, 4E1F 97.0%. mp. 110.6~111.1 C(SCHk
" 110.0~111.0 C); 'H NMR (400 MHz, DMSO-dq)
: 8.00 (d, J=8.2 Hz, 1H), 7.65 (d, J=8.2 Hz, 1H), 3.31
(s, 3H), 2.72 (s, 3H), 2.58 (s, 3H).
324 2-3-3-F K -4-F A A E A OR F ER(5) 89 &K

EERAARREEEMR 1 L WS, A 300 mL
THEOSE, 2-G0-3- H R4 LIRS OR 2 (4) 24.6 ¢
(0.10 mol), [A] 13 i1 10% % S BR4H 468.7 g (0.63 mol),
hnFaE] 80 °C, fRiE 2 h. RRBUHATINE R 7E2TH K G,
PR 28 ORER 0 SR, FRIRE] 40 C, Wi
pH=2, BT H K& O G, B AR =i, o
JE. 50 CHETHR Ak 523.6 g, ULEK 95.0%, 4%
98.6%. m.p. 230.5~231.6 °C (k1 "™ 230.0 ~
231.0 C); '"H NMR (400 MHz, DMSO-d;) J: 7.98 (d, J=
8.2 Hz, 1H), 7.72 (d, J=8.2 Hz, 1H), 3.31 (s, 3H), 2.72 (s,
3H).
325 2-3-3-F A-4-F A apBE AR T ER P B5(6) 49 &
I

EEREA RRAEE R 500 mL VYIRS, ho 200
mL FE, BERE RN 2-5-3- FF 3k -4- F L R 3o o H iR
(5) 24.8 g (0.10 mol), 1 —5ILHK 5.9 g (0.05 mol), 4%
TASEE 25 °C, WmSEsFE 10 min, FHEBEV 2 h, #
HIBRIE, g, TSR 6 23.4 g, UE 93.4%, 46
fE 98.0%. m.p. 107.6~108.5 ‘C(CHAME 107.0~
108.0 C; 'H NMR (400 MHz, DMSO-d;) d: 8.01 (d, J=
8.2 Hz, 1H), 7.78 (d, J=8.2 Hz, 1H), 3.90 (s, 3H), 3.32
(s,3H), 2.73 (s, 3H).
3.2.6 3-iRFHR-2-F-4-F A AEELI K T ER T BR(7)49
AR

EEREA RRAEE R 500 mL VYIRS, ho 400
mL CCly, FEHE AN 2-5(-3- F 3k -4- F LR 32 o H i
FiE(6) 52.4 g (0.20 mo)FIfEA 7 T 5 0.2 g, A5 5
SYKIMANBS 37.4 g (0.21 mol), FHE[FIV 8 h. B&iEfE
Br2lEA G, KRR ZE Y SA6E, A 100 mL
Tk, FikE 10 min 3hUE, 50 CHET-3K45 3 (4 [E 4K 7 51.1

http://sioc-journal.cn/ 645
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g, WE 75.2%, 4 95.5%. m.p. 74.6~75.4 COCCHR
B 74.0~75.0 "C); '"H NMR (400 MHz, DMSO-dq) ¢:
8.09 (d, J=8.3 Hz, 1H), 7.96 (d, J=8.3 Hz, 1H), 5.17 (s,
2H), 3.93 (s, 3H), 3.42 (s, 3H).

327 2-R3-QR2-ZACAL)F A -4-F A am it
R W BR (8a) B9 A A%,

EEREAA FRSEE R 500 mL VY, hoA 200
mL THF, #i{#E R NaH 5.2 g (0.12 mol), #REANER
20 °C, WIN=% 8 12.0 g (0.12 mol), N5t 30
min, JIN 3-75 F IR -2- G -4- BRI fk 1k 22 2 H IR R 6 (7)
34.0 g (0.10 mol), XM 4 h, IIANELAN 4.8 ¢
(0.12 mol), 7K 200 mL, FHE[EIVE 2 h. #W#1%] 20 C,
HCl & pH=2. #h, 50 CHT153 35 O [E 1 8a, W%
95.0%, 4EFE 97.2%. m.p 154.8~155.8 “C;'H NMR(400
MHz, DMSO-dg) &: 8.31~8.23 (m, 2H), 8.12 (d, J=8.2
Hz, 1H), 8.00 (d, J=8.2 Hz, 1H), 7.41~7.26 (m, 2H),
5.71 (s, 2H), 3.36 (s, 3H).

b 8b Fl 8¢ A T FIML &) 8a.

2-F0-3-(2,2- T LR ) Y k-4 Y R g R O R R
(8b): FEEA, UK 93.2%, 4liF 99.4%. mp 138.0~
139.0 C; '"H NMR (400 MHz, DMSO-dj) §: 8.18 (d, J=
8.3 Hz, 1H), 8.01 (d, J=8.3 Hz, 1H), 5.94 (s, 1H), 5.35 (s,
2H), 3.90 (td, J=14.1, 3.8 Hz, 2H), 3.26 (s, 3H).

2-5-3-(4- A AL ) I -4- L T I % R R (8e):
B R, IE 96.1%, 4E1E 99.4%. mp 2083~
209.6 ‘C;'H NMR(400 MHz, DMSO-d) o: 8.11 (d, J=
8.2 Hz, 1H), 7.97 (d, J=8.2 Hz, 1H), 7.25~6.98 (m, 4H),
5.55 (s, 2H), 3.34 (s, 3H).

3.3 BfAE 13a~13f &K
3.3.1 b4 9a~9c¢ 894 %

EERAA ERAE E K 250 mL I9 10 F, ho 200
mL S KE, BRI 2-8-3-(2,2,2- = LA ) H
Fe-4- HI BL R JE 2K F R (8a) 6.7 g (0.02 mol), TN &
MEHA 2.9 g (0.02 mol), EEFEHIAEIL 20 C, Wy
JEFHRENR 1 h, RBSERREREZA N R oAb E
) —&UEAR. NN 50 mL A ZBEVa, B .
332 &4 12a—12b 894 5%

EERA ERAE E 1 250 mL I9 10 H, I 28k
2R 2.6 195.0 g (1.50 mol), N 172.5 g (1.50 mol)Ji
RN 40% (1 S, @A KB EEAE 16 CH%
R 2 h, P2 AR 2B, A N AR R A
N ZRH TR B 437K, A 5 RE R AT e B A E 14 12D,
[ A2 e AT 5 15 159.9 g, WK 95.2%, 4lifEF
99.8%. m.p. 117.1~117.5 CCCErE!"™ 117.0 ‘C); 'H
NMR (400 MHz, DMSO-d;) 6: 2.07 (s, 3H), 3.15 (s, 2H),
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3.24 (s, 3H).
333  HARA4 13a—13f 696 5%

EERA FRAE E Y 250 mL PO IS, i 200
mL R AR, BT 1,3- 2 F RS- M (12b)
2.3 g(0.02 mol), T IN= 2% 6.0 g (0.06 mol), I+
B 20 °C, N RS 3.3.1 F R A F AW 9a, HE
FEHIRHERE 35 °C, JRORH W0 25 s 45 B S o PR R
0.5 mL, FiHE M. MAZK 100 mL, JIHCI % pH
=2, M, KE, WOEZAH & Ok, IR 80 mL,
Tt PEAT A, HhE, 40 CHET18 H AR L &9 {[2-5
23-(2,2,2- =5 LR ) I HE -4 R B I - 2R 3 (1,3
TSR I Ik -4)- B (13b), A ZUIR [ 4K, 4l
95.8%, WZ 94.3%. m.p. 130.3~131.1 ‘C; 'H NMR (400
MHz, CDCLy) 8: 8.14 (d, J=8.1 Hz, 1H), 7.33 (d, J=8.1
Hz, 1H), 3.73 (s, 2H), 3.64 (s, 2H), 3.14 (s, 3H), 2.84 (s,
3H), 1.71 (s, 3H); C NMR (100 MHz, DMSO-d,) o:
160.66, 146.33, 145.16, 144.13, 136.22, 135.02, 134.90,
132.37, 128.83, 94.27, 68.00, 67.67, 66.31, 45.23, 34.87,
14.51; IR (KBr) v: 2918, 1653, 1538, 1141, 849, 750, 638
cmfl; Anal. calcd for C;¢HgN,: C 43.59, H 3.66, N 6.35;
found C 43.68, H3.76, N 6.31.

&0 13a, 13¢~13f & 7% R 13b.

{[2-50-3-(2,2,2- = 5 58 FE ) Y k-4 PR R it ik -
ZRFE Y [(1-H FE-3- PR P JE-5- 32 0 i e -4 - (13a): 3% 55
Bt R AR, 20 96.2%, U 93.4%. m.p. 75.8~
76.8 ‘C; '"H NMR (400 MHz, DMSO-d) 6: 8.03 (d, J=
8.1 Hz, 1H), 7.64 (d, J=7.6 Hz, 1H), 5.23 (s, 2H), 4.27 (d,
J=9.4 Hz, 2H), 3.33 (t, J=5.4 Hz, 6H), 0.77 (s, 4H); *C
NMR (100 MHz, DMSO-d) o: 186.04, 147.35, 141.93,
133.52, 128.86, 128.73, 126.23, 123.45, 103.94, 67.93,
67.60, 66.32, 62.53, 45.40, 25.98, 9.08, 8.42; IR (KBr) v:
2927, 1653, 1525, 1146, 867, 761, 668 cm'. Anal. caled
for CsH sN,: C 46.31, H 3.89, N 6.00; found C 46.24, H
4.09,N 6.07.

{[2-50-3-(2,2- 3 S AA k) PR ik -4 PR DL i g )R
FEY[(1-H JE-3-FA P 2E-5- 32 50 L ik -4]- (13¢): 3 k)
KA, 4 98.4%, W 95.6%. m.p. 94.7~95.5 C;
'H NMR (400 MHz, DMSO-d;) d: 8.02 (d, J=8.1 Hz,
1H), 7.63 (d, J=8.0 Hz, 1H), 6.36~~6.05 (m, 1H), 5.16 (s,
2H), 3.84 (m, 2H), 3.35 (s, 6H), 0.77 (s, 4H); *C NMR
(100 MHz, DMSO-dg) 0: 186.11, 147.36, 141.92, 133.67,
128.69, 117.42, 115.04, 112.67, 103.96, 62.55, 45.48,
25.99, 9.10, 8.47; IR (KBr) v: 2929, 1653, 1521, 1198,
860, 668, 569 cm™'. Anal. caled for CsHoN,: C 48.16, H
4.27,N 6.24; found C 47.71, H4.21, N 6.24.
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{[2-50-3-(2,2- 90 &) Y J -4 Y R T g A %
B -[(1,3- 2 F -5 BE I k-4]- i (13d): ¥R 3% (R oK
[k, 4ifE 97.5%, WH 96.2%. m.p. 147.5~148.2 C;
'H NMR (400 MHz, DMSO-d,) d: 8.03 (d, J=8.1 Hz,
1H), 7.57 (d, J=8.1 Hz, 1H), 6.21 (s, 1H), 5.17 (s, 2H),
3.88 (td, J=15.4, 3.4 Hz, 2H), 3.35 (s, 6H), 2.16 (s, 3H);
BC NMR (100 MHz, DMSO-d;) J: 186.03, 148.40, 147.25,
141.91, 133.56, 128.75, 128.61, 117.42, 115.04, 112.67,
103.47, 69.78, 65.91, 45.47, 14.58; IR (KBr) v: 2927,
1653, 1539, 1208, 862, 668, 567 cm '. Anal. calcd for
CieH7Ny: C 45.45, H 4.05, N 6.63; found C 45.77, H 4.24,
N 6.61. HRMS calcd for C;¢H;;,CIF,N,OsS [M+Na] "
445.0500, [2M + Na] * 867.1010, found [M + Na] *
445.0406, [2M+Na]™ 867.0938.

{[2- 5 -3-(4- 9 2 S Jk ) P R -4 Y i B - O
FE[(1-FF 28 -3- R TR k-5 -3 38 ) It e -4 - (13e): 35 €Ky
KA, A 97.1%, WHF 95.4%, m.p. 174.8~175.8 C;
'H NMR (400 MHz, DMSO-d,) d: 8.08 (d, J=8.1 Hz,
1H), 7.69 (d, J=7.8 Hz, 1H), 7.22~7.08 (m, 4H), 5.55 (s,
2H), 3.35 (d, J=15.7 Hz, 6H), 0.79 (s, 4H); *C NMR (100
MHz, DMSO-ds) o: 186.02, 158.64, 156.29, 155.02,
147.41, 142.09, 133.13, 128.88, 116.66, 116.43, 116.33,
103.94, 63.76, 45.50, 9.10, 8.44; IR (KBr) v: 2931, 1653,
1539, 1204, 826, 755, 546 cm™ ', Anal. calcd for CyH,oNy:
C55.17, H4.21, N 5.85; found C 55.47, H4.31, N 5.95.

{[2- 5 -3-(4- T % S k) P -4 P G s B Rk - O
FEY-[(1,3- = H -5 J ) Mk e -4 - J (136): 35 €20 A ]
1A, 4 99.4%, WF 90.6%. m.p. 163.9~164.5 C; 'H
NMR (400 MHz, DMSO-d;) §: 8.07 (d, J=8.1 Hz, 1H),
7.63 (d, J=8.1 Hz, 1H), 7.24~7.06 (m, 4H), 5.55 (s, 2H),
3.35 (s, 3H), 3.34 (s, 3H), 2.18 (s, 3H); >C NMR (100
MHz, DMSO-d;) J: 185.95, 158.68, 156.33, 155.03,
147.38, 142.09, 133.13, 128.89, 116.68, 116.45, 116.38,
103.49, 63.80, 45.53, 14.60; IR (KBr) v: 2928, 1653, 1539,
1206, 830, 736, 558 cm '. Anal. caled for CyH;sNy: C
55.04, H4.01, N 6.19; found C 55.44, H 4.21, N 6.39.

Bl ASCh R BREE I Z AR e R T 22 1
O INE N TSR, R IEOA.
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