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B S AR R BB ARE & AR E AR RE

&L x| ok TREW
(“HERM N R JERT 100193)
CRITRZAR R N 434205)

Tz

/

WE DL S-(4-SFEEE)-2-BR-2,4- WK PAsIbk i L 5-(4-5 5 3E)-2,4- UK PAebk R R 5-(4-8 BE R T )-2,4- 0K bk i >4 iR
Bl 23 55 B IR e P BRI e R e B U IR S LA B T 15 A 5 2,4- K bk i 24 BAR P T S 5 JOR % I RS IR 288
a3, EAEERIZ IR, "TH NMR F1 HR-ESI-MS i, LIk B(Mythimna separata). K% $i(Helicoverpa armigera),
EKUE(Ostrinia nubilalis)~ /N (Plutella xylostella) W H(Aphis laburni) R %) HL(Culex pipiens pallens) J3ik HIR T
TS, 8RR UEWRTE 5-(4-FFEIRFE)-2,4-DK Rk — i -2,4,6- — SR B AEGR IR (4)7E 600 mg/L
DRV oA Ly ORI, /NSRRI FE T2 53 31k 85%, 90%F1 100%, 75 10 Al 5 mg/L MM B T % ie4hy de iy 28
TZEIH 100%, RN R AFH R g k.

KB 5-(4-ZFEIRFLRIE)-2,4- DK bk — T, WRSEGRIR, WRSERR; SRk, AR s

Synthesis, Insecticidal Activity of New Benzoylthioureas and
Benzoylureas

Xu, Zhihong*” Liu, Bin“ Dong, Hongbo* Wang, Mingan™*
(“ Department of Applied Chemistry, China Agricultural University, Beijing 100193)
(® College of  Agriculture, Yangtze University, Jingzhou 434205)

Abstract Fifteen novel benzoylthioureas and benzoylureas containg hydantoin ring were synthesized by the reaction of
5-(4-aminophenyl)- and 5-(4-aminobenzyl)-hydantoin or 5-(4-aminobenzyl)-thiohydantoin with substituted benzoyl or pyridi-
neacyl isocyanates and isothiocyanates, respectively. Their structures were characterized by the IR, 'H NMR and HR-ESI-MS
spectral data. Their bioactivities were evaluated with the insects Mythimna separata, Helicoverpa armigera, Ostrinia nubilalis,
Plutella xylostella, Aphis laburni and Culex pipiens pallens. The results showed that 5-(4-aminophenyl)hydantoin-2,4,6-
trichlorobenzoylthiourea (4) exhibit 85%, 90% and 100% mortality against H. armigera, O. nubilalis and P. xylostella at the
concentration of 600 mg/L, 100% mortality against larva of C. pipiens at the concentration of 5 and 10 mg/L, respectively.
Keywords 5-(4-aminophenyl/benzyl)-hydantoin; benzoylthiourea; benzoylurea; synthesis; insecticidal activity

IR FEBRUR S B FE IR DR DL L R4 AR T R B
B PUR RS EYEE, TR ETTRON G R
FACEW), 52 BEEE IR S AT B s IR
SEIRFE. AR, FEIR. TS T TT AN T AL
() A% B, BE N 5 AT AT S0 % 8 7w B Ji
SR A AT, S B BEA T 1 K R 2
EERAEN], BRI LIS ST s
PV EATOUSR IR A ERTEE, 10X 5 Ji PR &y 50 ks 2%
L C R NI NN ] N 7 (R AN B 2 S )
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Fs el e B0 5 I A R I TR R s AR
P AERIEA R A AKE 2, 4-DK R AL FR I
BUTRIA LB LR IR S R MR (KR . AR A AE R
FE 24K RSP, I R — Le i
P i U T e T 248 4 ) 22 T M S0 10 1 s i 1),
DAL AS SCAE 2 AR 3 1 D 45 A 42 s PR A B 2,4- K e
Wk R PSS A B I N B R AU R R ORI BRE
SEEE TR IR LD IR S LS IR 254 HH (Scheme 1), PASE—
AL 2,4- PR MAebk i 2% PR g B0 FUR 2 e B IR R4
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*@éEi@ﬁﬁﬁtHﬁE%“ﬁ TERTSC P ERA T A HRIE T — 28
2,4 WK AR R 3 PR IR AR 1R A RS T, K

ﬂ% G PRI A I PR BTG 1, TE'3¢&¢$4K¢&¢@

RBTEPEAR 22, AR SCAREARIE 5 2,4-BKPEbk i 2

(1) Bt R AN P R JOR 2 Ak 5 4 1) 5 B (Scheme 2)[«/(& it

AT G,

1 HRSWE

1.1 BRUEYEE M RIEFHHE

HR T AR K 5 B P e — DA HER T PA/C AL
PIEJE, i A B R, S T T SR AN Ji
YR AEIIR A AF T 5286 45 100, H*ﬂ%’*%@ﬁ*ﬁﬁ i
IR (14 5 ol 2 AR L S O SRR ISR ) il o, TR ZR
IE-400, $EiE T RNV AL, Bﬁfiilﬁzﬁ’lﬂf‘tﬁémﬂﬁiﬁ
v by Tl A b ek, AR IR ) A R
R AT L 2 1 2,6- UK TR SRR I, 55 AL

PRI R A H T oA AR R, 2 Tk 4R L TR/N,N-—
FH I Y I i (DMIF) 4 2 3 45 o DL e 19 210350 49 v 40 5
i, BRE TG & A0 ik R L BE/ Rt — 0 A P A BE 3R
HREFE S, SRR, R SCiRRE 725
FS B 355 JOR 140 7 3 an B AR IR 5 e AR B — S A B A
AR FIMEAL R 1 N-BEAk S st 214 (U AR 7
B, AR, AT R G LR 7 1R 56 Ak
FI b Ak B B 5 0 J0R 140 3% 27 R A1E 5 i st — 3,
ACAFHITIE. BEREIR LM 6%AE 3121 ~3224 FlI
1783~1668 cm " L[ 1 LA 23 LI 21375 ¥ o1 At
FIRFIE I I, 76 "TH NMR 5% 7E 0 11.46~7.93 JulH
P RT DOBLII R 4 AN T IR R, andk &40 14
) 4 A5 R T RSO 2= 6 B 43 IAE 6 11.44, 10.79,
10.21 F18.39, 7E W HEAR IR AN LI IR (1) v 70 i o, #418
BENLI B M +H] B [M+Na] FUED 72 7, ixsbghif
KSR TR T A RS

Cl
F (0] i
@\)L” NH @CHZO N
S o qgs
F TR R J( )
[ — ‘\\ H NH- n 0
S =
I HN_ _NH
RO-P-INH n O o o
OR? i T BEA JR K2 It Bk HR (S)0
T I e HN_ NH
(8o
Scheme 1

7

1,2n=0o0r1, X=0, Y=N,R=2-Cl
3,4n=00r1, X=0, Y=CH, R=24,6Cl3
5,6n=00r1, X=0, Y=CH, R=2-F
7,8,9n=00r1, X=0o0rS, Y=CH, R=26-Cl,

10,11,12n=00r1, X=0o0rS, Y=CH, R=2,6-F,
(0]
=0

Scheme 2

an=0,
bn=1, X
cn=1, X
02N O
HN\[fNH
(8o
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1.2 HEYRRRENE

AT U R TF R 0 3 A AL 27 1 5 RS
FEWFE, MBI RFCEAI S E K E LR =S
2 SCHR TN 15 ARG IR AR IR A A AT T
A BRI, WARE R 1 MK 2 s, £ 1
(1) &5 UL B A ) 15 AN BRSSO IR AT B SR 7 600 mg/L
i 4k HU(Mythimna separata) B H.(Aphis laburni)LA }
3 AN IR X AR S B (Helicoverpa armigera) Fl K K IE
(Ostrinia nubilalis)$5 %A WA W (2% HOSPE, 15 12 /MRS
TR LG 4, 6~9, 11 3L 6 MEGYIRHREL IR, ToK
WEFN N E M (Plutella xylostella) W7 H L UT IR 2% HUig 4,
JEILHE 4, 9 A1 11 XN LA 53 100%, 100%
1 86%, MRS 200 mg/L I, EAI) BoR
43%, 20%A1 T1%MIBOEA, XUt HI7EBER: DT IA 2, 6 47
T HA 2 A FER R0 R B PR 4 et A O
(). AHDOET00 B2 ) U IR 17T 5, A ) B Bt 2 0]t
FREAR. % 2 (W45 S0 B 15 AN BRSO IR AN I LR L & (e
10 mg/L IR J& I 5 IS4 Hi(Culex pipiens pallens)fi 12 A~
AEDNBIEE N 100%, KRS ED) 4 TRk EERE R 5
F12 mg/L i, 555 H 100%51 40%[80E%, e
B I W AR, X UL B IR L5 4 R
AL I RS UG, R ARG S B AT L S i R 22 .
I ezt B 2 4K MR i AL IR I 5 N I E B
P 2 7 R R 5 5 R 28 Ak A5 0 1 R S O sk
[10, 1116 Bl il i R AL S AR LU AR, AR SC I I 2
JOR TN PR 5 ik 28 A4 G oy 0t e e s A SR I HS B A () R g
PR, 1M 4, 9 M 11 RS o Y RGP U, S
WEIERG IS S P S AT R MR PR IE I AR S, 3Xn] Re Tl

7N WAL A% AR AL AN A

R BRSEIG S, ASCA IR EIRIL &) 4
RIS U FORUE ., /NSRRI 4 B4R L T R4 (1) 5%
HE P, T CME N e S AR BT 2D R g A LU g
eI g
2 RIS
2.1 XE5RH

Yanagimoto i UM AN (IR L VR K IF); Bruker
DPX 300 MHz #% 3 L=A%, TMS 4 N #5, DMSO-d A
#1); Britker Apex 11 5 23 #E BT X (ESI-MS). A< 5256 it H]
TRFIE Ay 7 sl b 1oy M 4li, oK 370 s vk
LN
2.2 HEMK 5-(4-|EFE/FTE)-(2-F71%)-2,4-BR 1k
ZIf a, b, c FIRERFEREE K FHREREEHI S X

HE A a, b Al ¢ ZJESCER[10, 11157565 1k, RS0
JR— KM PA/IC AR, PR o B e RR 2
AT B B s Rt T LAAS 2 S, W20 R 90% A1
92%, H: m.p., "HNMR ¥J5 CHR[10, 11—

Fr A B R I et SRR Wi 2 R SC IR (4, 5, 110057
FH R IR I i) £ e S, P 5 B R B N A 2,6-—
SR H I SRS S I OCk[4, 121515 H 2,6- @A H
T e 55 R U R N %, BT N — 2 R
23 Bt EYEETIR R B ERATS K
2.3.1 BRAFRMR Y A aE ik

12 ANERFERIRAL A4 1~12 14 %S I OCHR[ 11107
AR, UGG 3 A o). 7518 100 mL #11

R HBEEY 1~15 (AR BIEHEGET%/%)
Table 1 The insecticidal activities (mortality/%) of title compounds 1~15

Compd. Conc./(mgeL™") M. separata H. armigera O. nubilalis P. xylostella” A. laburni

1 600 10 35 20 0 15

2 600 6.7 15 15 0 19

3 600 3.3 30 35 0 26

4 600 20 85 90 100 (43) 21

5 600 6.7 35 30 0 20

6 600 30 80 75 0 18

7 600 233 75 80 0 18

8 600 36.7 70 75 0 21

9 600 3.3 85 85 100 (20) 28

10 600 6.7 50 40 43 34

11 600 433 35 30 86 (71) 42

12 600 10 50 55 30 24

13 600 15 20 25 — —

14 600 10 15 20 — —

15 600 5 10 10 — —
Flucycloxuron 200 100 100 100 100 100
@ A IR D 200 mg/L #eEE I AR NSRRI BOE .
Chin. J. Org. Chem. 2014, 34, 2517~2522 © 2014 Chinese Chemical Society & SIOC, CAS http://sioc-journal.cn/ 2519
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R2 HIMEEY 1~15 X4 Hi(Culex pipiens pallens)H1 7%
sk

Table 2 The insecticidal activities of title compounds 1~15
against larva of Culex pipiens pallens

Mortality/%
Compd.
10 mg/L 5 mg/L 2 mg/L
1 60 — —
2 100 30 —
3 100 30 —
4 100 100 40
5 100 20 —
6 100 40 —
7 100 30 —
8 100 30 —
9 100 20 —
10 100 20 —
11 100 20 —
12 45 — —
13 100 60 —
14 100 40 —
15 40 — —
Flucycloxuron 100 100 100

b, NN 0.62 g (3 mmol) 5-(4-ZL FENHL)-2, 4- K bk
W, H 25 mL SBEEEEEE AR, FEIH 6 6 &
2,4,6- =S 2K H L R A R ER (3. mmol) ) 25 mL 4N
W, WP, A A E e R dE,
F Z#/DMF 5 45 i 8T 5 O A it TR0 =
i, RN 75%. RAFERERIRILEHEY, eimgs
FIFRAEBHR AT

5-(4-Z FETRHE)-2,4- DK bk~ -6 - UL i -2- FR g
WARQ): A, R 86%. m.p. 226~228 C; 'H
NMR (DMSO-dq, 300 MHz) d: 12.59 (s, 1H), 11.48 (s,
1H), 10.83 (s, 1H), 8.66 (dd, J=6.8, 2.5 Hz, 1H), 8.39 (t,
J=6.8 Hz, 1H), 7.99 (s, 1H), 7.96 (dd, J=6.8, 2.5 Hz,
1H), 7.65 (d, J=8.3 Hz, 2H), 7.24 (d, J=8.3 Hz, 2H), 4.32
(t, J=4.8 Hz, 1H), 2.94 (d, J=4.8 Hz, 2H); IR (KBr) v:
3240, 3056, 1786, 1725, 1682, 1598 cm '. HR-ESI-MS
cacld for Cj;H;sCINsO;S [M + H]" 404.0584, found
404.0582.

5-(4-Z FE KL )-2,4- WK bk ] -6- 50N i -2- FR g
WARQ): A, R 89%. mp. 213~215 C; 'H
NMR (DMSO-dq, 300 MHz) d: 12.58 (s, 1H), 11.50 (s,
1H), 10.48 (s, 1H), 8.66 (dd, J=6.8, 2.5 Hz, 1H), 8.43 (s,
1H), 8.39 (t, J=6.8 Hz, 1H), 7.97 (dd, J=6.8, 2.5 Hz,
1H), 7.59 (d, J=7.4 Hz, 2H), 7.36 (d, J=7.4 Hz, 2H), 5.20
(s, 1H); IR (KBr) v: 3220, 3064, 1784, 1721, 1672, 1594
cm~'. HR-ESI-MS cacld for C;sH;CINsO;S [M+H]"
390.0428, found 390.0432.

5-(4-28 N Hk )-2,4- K MR [ -2,4,6- — G 2K HH 1k

2520 http://sioc-journal.cn/

© 2014 Chinese Chemical Society & SIOC, CAS

FEBARG): A, 6K 75%. mp. 204~206 C; 'H
NMR (DMSO-dg, 300 MHz) d: 12.58 (s, 1H), 11.48 (s,
1H), 10.82 (s, 1H), 7.98 (s, 1H), 7.56 (s, 2H), 7.66 (d, J=
8.3 Hz, 2H), 7.25 (d, J=8.3 Hz, 2H), 4.34 (t, J=4.8 Hz,
1H), 2.95 (d, J=4.8 Hz, 2H); IR (KBr) v: 3244, 3055,
1779, 1725, 1678, 1599 cm ™ '. HR-ESI-MS cacld for
C1sH14CLN,O5S [M+H]" 470.9852, found 470.9854.

5-(4- B FE R I )-2,4- WK M Ibk 1 -2,4,6- — SR F I
FEBRIR4): AGEAER, BE 82%. m.p. 209~210 C; 'H
NMR (DMSO-dg, 300 MHz) d: 12.59 (s, 1H), 11.51 (s,
1H), 10.49 (s, 1H), 8.44 (s, 1H), 7.59 (d, J=7.4 Hz, 2H),
7.57 (s, 2H), 7.36 (d, J=7.4 Hz, 2H), 5.20 (s, 1H); IR
(KBr) v: 3234, 3065, 1780, 1726, 1677, 1596 cm ‘.
HR-ESI-MS  cacld for C;H;,CI3N,0sS [M + H] ©
456.9696, found 456.9692.

5-(4-Z W )-2,4- 0K PRk —— 1] -2- G A PR 1k ot JOR
(5): AtREE, W& 85%. mp. 194~196 ‘C; 'H NMR
(DMSO-d,, 300 MHz) §: 12.59 (s, 1H), 11.48 (s, 1H),
10.84 (s, 1H), 8.04~8.01 (m, 2H), 7.99 (s, 1H), 7.65 (d,
J=8.3 Hz, 2H), 7.45~7.40 (m, 2H), 7.24 (d, J=8.3 Hz,
2H), 4.35 (t, J=4.8 Hz, 1H), 2.96 (d, J=4.8 Hz, 2H); IR
(KBr) v: 3248, 3056, 1774, 1728, 1672, 1594 cm .
HR-ESI-MS cacld for C;sH;¢FN,O5S [M+H]" 387.0927,
found 387.0924.

5-(4-28 HE A HE)-2,4- K Wbk — I -2- A FH BRSSO ik
(6): FAREA, W& 81%. mp. 201~203 ‘C; 'H NMR
(DMSO-ds, 300 MHz) d: 12.57 (s, 1H), 11.50 (s, 1H),
10.48 (s, 1H), 8.45 (s, 1H), 8.04~8.00 (m, 2H), 7.58 (d,
J=17.4 Hz, 2H), 7.46~7.41 (m, 2H), 7.35 (d, J=7.4 Hz,
2H), 5.21 (s, 1H); IR (KBr) v: 3244, 3060, 1781, 1725,
1675, 1598 cm'. HR-ESI-MS cacld for C;;H;4;FN,40;S
[M+H]" 373.0771, found 373.0774.

5-(4-Z KL N )-2,4- WK P4k — i -2,6- — SR R
R(T): A, R 78%. mp. 196~198 C; 'H
NMR (DMSO-dg, 300 MHz) §: 12.58 (s, 1H), 11.47 (s,
1H), 10.85 (s, 1H), 7.98 (s, 1H), 7.89 (t, J=7.5 Hz, 1H),
7.65 (d, J=8.3 Hz, 2H), 7.55 (d, J=17.5 Hz, 2H), 7.24 (d,
J=8.3 Hz, 2H), 4.36 (t, J=4.8 Hz, 1H), 2.98 (d, J=4.8
Hz, 2H); IR (KBr) v: 3228, 3059, 1775, 1730, 1674, 1595
cm ', HR-ESI-MS cacld for C;sH;sCLN,O5S [M+H]"
437.0242, found 437.0246.

5-(4-2 H 2R )-2,4- K PRIk 1] -2, 6- - S F IR L
BRAR(8): IR, HE 81%. mp. 205~207 C; 'H
NMR (DMSO-dg, 300 MHz) d: 12.59 (s, 1H), 11.51 (s,
1H), 10.47 (s, 1H), 8.45 (s, 1H), 7.89 (t, J=7.5 Hz, 1H),

Chin. J. Org. Chem. 2014, 34, 2517~2522
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7.59 (d, J=7.4 Hz, 2H), 7.54 (d, J=17.5 Hz, 2H), 7.36 (d,
J=17.4 Hz, 2H), 5.22 (s, 1H); IR (KBr) v: 3241, 3055,
1776, 1728, 1678, 1592 c¢cm~'. HR-ESI-MS cacld for
CisH3CLN,O,S [M+H]" 423.0085, found 423.0079.

5-(4-F FEANFE)-2-A7 A0 -2,4- K MR i -2,6- — SR
PRI REOR IR (9): o0 4 [ 1, i 86%. m.p. 236238
‘C; '"H NMR (DMSO-dq, 300 MHz) 6: 12.61 (s, 1H), 11.59
(s, 1H), 11.52 (s, 1H), 10.08 (s, 1H), 7.87 (t, J=7.5 Hz,
1H), 7.65 (d, J=8.3 Hz, 2H), 7.55 (d, J=7.5 Hz, 2H), 7.24
(d, J=8.3 Hz, 2H), 4.56 (t, J=4.8 Hz, 1H), 2.98 (d, J=4.8
Hz, 2H); IR (KBr) v: 3236, 3065, 1778, 1731, 1678, 1598
cm . HR-ESI-MS cacld for C;sH;sCLN,O,S, [M+H]"
453.0013, found 453.0019.

5-(4- 2 FE R L )-2,4- K PRk 1 -2,6- G R R IR L
BRAR(10): A, R 76%. mp. 191~193 C; 'H
NMR (DMSO-dq, 300 MHz) §: 12.58 (s, 1H), 11.48 (s,
1H), 10.86 (s, 1H), 7.99 (s, 1H), 7.65 (d, J=8.3 Hz, 2H),
7.51 (t, J=7.5 Hz, 1H), 7.24 (d, J=8.3 Hz, 2H), 7.18 (d,
J=17.5 Hz, 2H), 4.36 (t, J=4.8 Hz, 1H), 2.97(d, J=4.8
Hz, 2H); IR (KBr) v: 3248, 3056, 1774, 1735, 1672, 1596
cm” ', HR-ESI-MS cacld for CigH;5F.N4O5S [M—l—H]+
405.0833, found 405.0836.

5-(4- 34 HE IR )-2,4- K PRIk — -2, 6- — 95 T Ik ik
lRA1): AEA, KR 84%. mp. 202~204 C; 'H
NMR (DMSO-dg, 300 MHz) §: 12.60 (s, 1H), 11.52 (s,
1H), 10.48 (s, 1H), 8.46 (s, 1H), 7.59 (d, J=7.5 Hz, 2H),
7.54 (d, J=17.5 Hz, 2H), 7.50 (t, J=7.4 Hz, 1H), 7.16 (d,
J=17.4 Hz, 2H), 5.22 (s, 1H); IR (KBr) v: 3242, 3058,
1779, 1725, 1678, 1592 c¢cm™'. HR-ESI-MS cacld for
Ci7H5F>N,O5S [M+H]" 391.0676, found 391.0679.

5-(4-28 FEAE T )21 AL -2, 4- 0K MAEIRE — -2, 6- — JR AR
RSO IR (12): T B4, WO 82%. m.p. 234~236
‘C; '"H NMR (DMSO-dq, 300 MHz) 6: 12.62 (s, 1H), 11.58
(s, 1H), 11.52 (s, 1H), 10.09 (s, 1H), 7.66 (d, J=8.3 Hz,
2H), 7.52 (t, J=7.5 Hz, 1H), 7.25 (d, J=8.3 Hz, 2H), 7.17
(d, J=7.5 Hz, 2H), 4.55 (t, J=4.8 Hz, 1H), 2.99 (d, J=4.8
Hz, 2H); IR (KBr) v: 3239, 3061, 1777, 1733, 1679, 1596
cm . HR-ESI-MS cacld for C;sH;sFoN40,S, [M+H]"
421.0604, found 421.0609.

232 BRANREG A REE

H0.88 g 5-(4-ZFNIE)-2-BRAR-2,4- DK PAEIbk — il (4
mmol) A A 30 mL 50 L5 = LIRS,
TRATIE, MHRIA I 2,6- 58 PR EUR IS, + i
5 mL DMF, il . TLC K[ B hn A\ 2
BE, V(G R V(LIE)=20/1], JEORF S 2%, 51k
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e, FREAH, Ik, 1S EAL A SR R/
DMF kR ES W, R taiig 0.52 g JERIERIE
T, AN 120 mL 4R &R, H 90 mL A EhKk 3
R, TC/KBR BT 5 T T, TSR I i kR —
AL, RAEE, W C/K PR R, T KE
MR, HhuE, —SUTLEREREAZ IR, T4, TLC kil h
HisbaY). S04 1125 g s@lEiaib & 15, Wexh
70%. RAMIET7EHISE Y 13 F1 14

5-(4-Z KL N )-2,4- WK P4k — i -2,6- 9% IR
BR(13): fhEE A, R 46%. mp. 236~238 C; 'H
NMR (DMSO-dg, 300 MHz) §: 11.39 (s, 1H), 10.44 (s,
1H), 10.13 (s, 1H), 7.93 (s, 1H), 7.68~7.57 (m, 1H), 7.47
(d, J=8.3 Hz, 2H), 7.28~7.22 (m, 2H), 7.15 (d, J=8.3
Hz, 2H), 4.31 (t, J=4.8 Hz, 1H), 2.90 (d, J=4.8 Hz, 2H);
IR (KBr) v: 3224, 3045, 2934, 1768, 1729, 1691, 1627,
1594, 1545, 1507, 1469, 1419, 1284, 1225, 1013, 917, 798,
748 cm'. HR-ESI-MS cacld for CsH,sF,N,O4 [M+H]"
389.1056, found 389.1058; cacld for C;sH4F,N,O,Na
[M+Na]" 411.0881, found 411.0887.

5-(4- 2 H 2R )-2,4- K PRIk 1] -2,6- R R I
IR(14): SRk, WeR 62%. mp. 268~270 C; 'H
NMR (DMSO-d;, 300 MHz) d: 11.44 (s, 1H), 10.79 (s,
1H), 10.21 (s, 1H), 8.39 (s, 1H), 7.68~7.58 (m, 3H),
7.32~7.23 (m, 4H), 5.15 (s, 1H); IR (KBr) v: 3196, 3042,
1783, 1729, 1668, 1625, 1605, 1560, 1516, 1465, 1422,
1288, 1232, 1182, 1010, 921, 797, 765, 745 cm .
HR-ESI-MS cacld for Ci;H,5F,N,O, [M+H]" 375.0899,
found 375.0900, cacld for C;;H;,F,N,O;Na [M+Na]"®
397.0724, found 397.0730.

5-(4-ZFEAEFE)-2- B4R -2,4- K bk — [ -2,6- - F K
L SER IR (15): s a4, % 70%. m.p. 253~255
‘C; "H NMR (DMSO-d,, 300 MHz) d: 11.46 (s, 1H), 11.40
(s, 1H), 10.14 (s, 1H), 10.08 (s, 1H), 7.65~7.57 (m, 1H),
7.46 (d, J=8.3 Hz, 2H), 7.28~7.22 (m, 2H), 7.14 (d, J=
8.3 Hz, 2H), 4.55 (t, J=4.8 Hz, 1H), 2.96 (d, J=4.8 Hz,
2H); IR (KBr) v: 3196, 3121, 3050, 2919, 1739, 1694,
1624, 1606, 1561, 1535, 1491, 1469, 1419, 1285, 1232,
1172, 1017, 919, 804, 776 cm '. HR-ESI-MS cacld for
CisHsFaN,OsS [M+H] T 405.0827, found 405.0827;
cacld for C;sH;sF,N,O;SNa [M—|—Na]+ 427.0652, found
427.0653.
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