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Synthesis and herbicidal activity of 5-( 4-hydroxym ethylene)
hydantoin esters

HAN Ji-tao, CHEN Shouw-cong, LU Jitpng XU Zhthong

QU Lihong WANG M ing-an
(Department of Applied Chem istry, China A gricu lura 1Un wersity, Beijing 100193 China )

Abstract N ne novel esters contanng 2 4 idazolined bne ( hydanton) were synthesized using
serine as the slarting m aterial based on he research of AdSS nhbiors carried out n the laboratory.
Their structures w ere confimed by R, 'H NMR spectral data and elemental analysis The prelin inary
bioassay results show ed that compound 3g had 70% gem nation inhbilory rate aganstArabdopsis
thaliana at the concentratbn 0of200 Hg /m1, w hich ndicated that this com pound has herbicidal actw ity.
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1 2 3
1o~ COOH_ NaOCN__3mol/LHC, 90°C”OVO DCC/DMAP @)J\ 2'\
NH, pH 8.40C HN\H/NH R \/:/>_COOH
4 : 6
6a,R=3,5-(NO,), 6b.R= 4-OCH, , 6¢.R=3-NO, , 6d.R=3-NO,4-Cl, 6e,R=2,4-Cl, ,
6f.R = 4-NO, ,6g,R=4-Cl| 6h,R= 4-Br, 6i,R=2-NO,
Scheme 1
1 47¢ 7%, m. p 182~ 184 C ( t
m. p. 187~ 188 °C) 'H NMR (DM S0-de), & 10 50
11 (s IH,NH), 7 79(s 1H, NH), 5 09~ 5 06(m, 1H,
Y anag moto ( ); OH), 3 99~ 3 97(m, 1H, CH), 3 65~ 3.51(m
BrukerD PX 300M Hz ( DM SO-de 2H, CH,)
, TM'S ); Shin adzu R-435 13 6a~ 61i
(KBr ); Flash EA 1112 50mL 0. 26 g(2mmol)
(DCC) S 20mL 2 mmol Q 0l g
(DMAP) ; DM AP, Q 49 g(2mmol) DCC
(m etazach br) R 9% , R ) 5h ,
(bCU), ,
12 5 -2 4 (5) 6a~ 6i
100 mL 5.3 g(0 ®mol)
18mL 6 5¢(0 Imol , 14
40°C, 2h 107% 35 mlL, e
, 4h ’ ’
1/3 , , 200 bg /mL
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Tabk 1 The physico-chem ical and elm ental analytical data of target cam pounds
( %)
Elem ental analysis (Cacld % )
Compd Fomuh m. p. /C Y el #
C H N

6a €, H N0, > 300 55 40 81(40. 75) 2 42(2 49) 17. 05( 17. 28)
6b C,H,N,0, > 300 46 54 77(54. 55) 455(4 58) 10. 58( 10. 60)
6c G HgN;0 166~ 168 42 47 02(47. 32) 3,12 (3. 25) 15. 53( 15. 05)
6d €1 HgCN ;04 196~ 198 35 42 39(42 12) 2.34 (2 57) 13. 42( 13. 40)
6e G HgCLN,0, 196~ 198 42 43 77(43. 59) 2 66 (2 66) 9. 21( 9 24)

6f G HgN;0 218~ 220 31 ESEM S( - )m /z 278[M -H] -

6g C{HoC N0, 210~ 212 30 ESIM S( - )m /z 267[M —H] -

6h C,HgBN,0, > 300 35 ESIM S( - )m /z 311[M —H] -
6i G HgN;Og 178~ 180 42 47 27(47. 32) 3 43(3 25) 15. 01( 15. 05)

#

6h s

* A llof hese compoundsw ere recrystallzed by akoholw hil 6h was purified by chrm abgraphy.

2

Tabk2 'HNMR and infrared spectral data of target can pounds

Com pd

"H NM R(DM SO-d, 300MHz) , &

R V/an~

1

6a

6b

6c

6d

6e

6f

6g

6h

6i

10 93(s IH, NH), 9 07~ 8 92 (m, 3H, A ), 8 33(s IH, NH), 4 70~
4.55(m, 2H, CH,), 4 52~ 4 46(m, [H, CH)

10 84 (s 1H, NH), 8 12 (s IH, NH), 7 86(d J=6 9Hgz 2H, AH), 7. 06
(dJ=69Hz 2H, AH), 4 53~ 4 44 (m, 2H, CH,), 4 35~ 4 30 (m, IH,
CH), 3 84 (s 3H, OCH,)

10 89 (s 1H, NH), 8 63~ 8 31 (m, 3H, AH), 8 23 (s IH, NH), 7 90~
7 85 (m, [H, Af), 4 65~ 4 51 (m, 2H, CH,), 4 47~ 4. 42 (m, IH, CH)

10 88 (s 1H, NH), 8 53 (d, J= 2 OHz IH, AH), 8 23 (s IH, NH), 8 16

(dd J=842 OHz 1H, AH), 7. 99 (d,J=84Hz IH, AH), 4 64~ 4 50
(m, 2H, CH,), 4 43~ 4. 37 (m, 1H, CH)

10 (s IH, NH), 8 10(s IH, NH), 7 84~ 7. 59(m, 3H, AH), 4 57~
4. 46(m, 2H, CH,), 4. 43~ 4 38(m, IH, CH)

10 87 (s I, NH), 8 40~ 8 37 (m, 21, Adl), 8 19 (s 1L NH), § 17~
8 14 (m, 2H, AH), 4 63~ 4 50 (m, 2H, CH, ), 4 47~ 4. 43 (m, IH, CH)

10 85 (s 1H, NH), 8 15 (s IH, NH), 7. 93~ 7 90 (m, 2H, AH), 7 66~
7 62 (m, 2H, AH), 4 58~ 4 47 (m, 2H, CH, ), 4 40~ 4. 35 (m, IH, CH)
10 86 (s 1H, NH), 8 15 (s I1H, NH), 7. 86~ 7 76 (m, 4H, AH), 4 58~
4 47 (m, 2H, CH, ), 4 40~ 4 35 (m, 1H, CH)

10 80 (s IH, NH), 8 10~ 8 07 (m, 2H, NH+ A H), 7. 90~ 7 7 (m, 3H,
AH), 4 56~ 4 44 (m, 2H, CH, ), 4 43~ 4 38 (m, 1H, CH)

3349, 3 212(NH),

3328 3 215(NH),

335, 3 223(NH),

3 407, 3 145(NH),

3 371, 3 224(NH),

3340, 3 121 (NH),

3355, 3 210(NH),

3 450 3 224(NH),

337, 3 195(NH),

1775, 1

1776 1

175, 1

1776, 1

17751

1 776, 1

75,1 710(C=0)

713(C=0)

725, 1 705(C=0)

75,1 710(C=0)

73, 1 20(C=0)

70,1 103(C=0)

75 1 20(C=0)
718(C=0)
730, 1 28(C=0)
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\ RO DCC DM AP ( 3)
R DCU, 200 Hg /mL 6¢C
s R , 6a 6h 6d 6e
1 a B- : 5
'HNMR , & ;
10. 80~ 1093 8 12~ 8§ 93 6g ,
, &35 09~ , 68
3 06 , ,
: X- NM R o : :
[910]
. 6g
§4.65~4 40 445~4 35 , ,
, 3400~ 3100 an” "'
N—H , 1775~1700 an”"' o
3 6 200 Hg/mL ( o)
Table 3 Inhibition rate of cam pounds 6 againstZeamays Triticum aestivun
and Arabidopsis thaliana at200 Pg/mL
Canpd Z.mays T. aestivum A. Thaliana
Height Root Height Root G em mnation Effect
6a ®. 9 78.2 227 389 0 -
6b 7. 6 88. 6 113 74 20 -
6¢c A 7 98 7 22 6 4.5 40 +
6d 64 1 83. 6 10 2 73 0 -
6e 7.3 74. 7 18 7 511 10 -
6f 41. 4 44. 6 15 4 25.3 0 -
6g 10. 5 59.2 21 2.5 70 + + +
6h 5.2 55.7 16 3 46. 4 30 +
6i 181 58 2 16 5 3.8 30 +
m etazachbr .0 83. 0 78 6 7.7 70 + 4+ +
CK - - - - 0 -
7 100 “ + +7 500~ T00; “+ 7
2000 ~ 50% ; “ -7 20%

Note “ + + + 7 indicated that the nhbiton rato ismore than 70% againstA. thalana, “ + + 7 isat the 500 — 70, “ + 7 isat 2006 — 50,

“ — 7 is less than 20% .
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