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K, 1720cm™. 1600 cm™ %, 1360 cm™. 1200 cm ™ XIE &5 58 77 2 5 ) I 2
s VR T DR S B SR PR R AR IR AT, R N e L e s Tk o 119) 20 R AU A9 A R
o WS A GRS I BT 1 B IR 2 B 2 W R R [T, IR 74 miz 182 fFF
MERE S o DUTAR A B IE R SE R IR 5 5, "H-NMR H#EIE S 813.91 845.9.
819.6. 8413.0; *C-NMR HHiFl& A 5c54.3. 5c84.0+ 8¢ 149.0. 8¢ 156.3. 8¢ 171.7,

PR T 1 e ik I MO 25 ok 590 v ROV R o T 7 0. R AE FR R R R 5 0%
fif, orHTE F OISR P BARG AR . R CIEKCRRBIAE, Ce Builitt, AR
HIHIN B 1 B e 7. SRR . MR =5 TR BRIRAE AT 75 i R,
SRR IR . IENIE . 1F G & 7RG 2 B B =1, 2 20 mmol
- L HER+10 mmol - L FREREAE AR, BERSA Mmd 3 e, X REH
BEfA =05y B . BABA 1 3 PhBRBEN 3 5oy B B R = B AT, NI e s
B LT[R 28 RO AR e i, T TG 58 AR AT I R4 A =4

SRR P E S5 A W RS vk SRATT IR 110 T X e v R G DR 2R ok
FIRZTHAT A . B4 R HI TR N et 2SR R, HLLRRR A
FE o JEmERRE . MERRAARE . £ SARERE ST FH BT P AR RS Al i, T A —
I 5 A N 99.12 % BEMER#FE N 99.18 %. LA FE Y 99.35 %.

AL T DRI 2R R R R D AR DN O s il B ) A, AR R L B
1115 30 %, e N AR5 3 BeA3 e SR A R G £ 232 nm. £ 25 ~ 500 mg
- L7 P s R S Y AR TR 2 b S HERE R R L S, TR Y
=1.122 4 X +0.005 6, r=0.999 2. fKIKERMENCE S 99.79 %, =k EA 0]
%7y 99.84 %; 8 YK E SIS IIE ) RSD 0.27 %,

T o ik ot DA PR RR FR R A A, G LRI 40 %, SRAME TG Ky 230 nm.,
I J59AE 25 ~500mg - LY, AR TN Y = 1.104 2 X +0.015 2, r =
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0.999 9; VRN EICE A 99.37 ~ 99.43 %; RSD 0.85 %; #MrikfE 98.86 ~ 101.19 %
2 [H); RSD 0.94 %, ELSD il #s4hrik 7 #28 Y =2 918.856 X - 2 319 548.767,
r=0.986 5. #iNEYZE N 99.47 ~ 100.36 %, RSD 2.59 %, J7iEERifE 5 4Mr
FEARY, KRR, (HEAUEINIRE.

LT RE AR IR — I ERE A NAR, CHGEEEIN 55 %, Rl Ky 222
nm.7E 25 ~ 500 mg - L™y TR A, 25 R Y = 0.760 6 X +0.006 4, r = 0.999
8. ININIEIUAC R 99.09 ~ 99.38 %, J7¥2: RSD 0.46 %. ARy Inal U %y 98.72
~102.04 %, RSD 1.23 %.
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PURIFICATION AND ANALYSIS OF PYRIMIDINYL-
SULFONYLUREA HERBICIDES

ABSTRACT

The spectroscopic analyses of pyrimidinyl-sulfuron herbicides were studied rep-
resented by nicosulfuron, amidosulfuron and ethoxysulfuron. In this basis, the purifi-
cation method and reversed phase high performance liquid chromatography analysis
method were established. Farther, the purification and quantitative analysis of nicosul-
furon, amidosulfuron and ethoxysulfuron were completed.

The UV absorption spectrums of pyrimidinyl-sulfuron herbicides were obtained
in HPLC - PDA. The maximum absorption wavelength of nicosulfuron, amidosulfuron
and ethoxysulfuron was 236.1 nm, 237.1 nm and 237.1 nm respectively. The infrared
absorption spectrums were measured with KBr pellet, their characteristic absorption
peaks were 1720 cm ™, 1600 cm ™, 1360 cm ™, and 1200 cm ™. Mass spectrum obtained
with LC - MS show that urea linkage is easy to break mostly, and the fragment of m/ z
182 is their common features. Nuclear magnetic resonance spectrum was gotten with
deuterated acetone as the solvent to collect *HNMR and *CNMR signals. *HNMR
characteristic peaks were dy 3.9, 64 5.9, 64 9.6, oy 13.0; BCNMR characteristic peaks
were d¢c 54.3, oc 84.0, 6c 149.0, d¢c 156.3, 6¢c 171.7.

The analysis method of pyrimidinyl-sulfuron herbicides by HPLC was developed.
Sample dissolved in acetonitrile, with acetonitrile / water as mobile phase, 10 mmol. L
"1 ammonium formate and 20 mmol . L * formic acid were regulators. Cg column,
photo diode array detector for quantitative determination, identified the chromato-
graphic behavior of nicosulfuron, amidosulfuron, ethoxysulfuron and their degradation
products. At the same time, another method with evaporative light scattering detector
was established for amidosulfuron using for degradation products without UV absorp-
tion.

Nicosulfuron, amidosulfuron and ethoxysulfuron were purified by recrystalliza-
tion, liquid chromatography preparation, or wash with water. Pyrimidinyl-sulfuron
herbicides were slightly soluble in common solvent and instable when were heated, so
the purity was difficult to be improved by recrystallization. Nicosulfuron, amidosulfu-
ron and ethoxysulfuron were washed with water and then with acetone, and the purity
of them were 99.12 %, 99.18 %, 99.35 %, respectively.

Nicosulfuron was quantitatively determinated with dimethyl phthalate as internal

\
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standard. The proportion of acetonitrile was 30 % in eluent, and determination wave-
length was 232 nm. In the range of 25 - 500 mg - L™, the peak area ratio of nicosul-
furon and internal standard to the ratio of their mass is linear, the linear equation Y =
1.122 4 X +0.005 6, r = 0.999 2. The recovery of low concentration was 99.79 %,
while 99.84 % of high concentration, and the RSD was 0.27 %.

Amidosulfuron were detected by HPLC - PDA - ELSD, with the internal standard
was methyl p - hydroxybenzoate, the ratio of acetonitrile in eluent was 40 %, extrac-
tion wavelength was 230 nm. The peak area ratio of nicosulfuron and internal standard
was linear with the ratio of their mass, and the linear equation was Y = 1.104 2 X
+0.015 2, r = 0.999 9 in 25 - 500 mg - L™. The recovery was 99.37 - 99.43 %, RSD
was 0.85 %. While the recovery of external standard method was 98.86-101.19 %,
RSD was 0.94 %. When amidosulfuron was detected by ELSD, The linear equation
was Y =2 918.856 X - 2 319 548.767, r = 0.986 5. The recovery was 99.47-100.36 %,
RSD 2.59 %.

Ethoxysulfuron was detected by HPLC - PDA at 222 nm, with dimethyl phthalate
as internal standard also. The ratio of acetonitrile and buffer solution was 55 : 45. In
the concentration range of 25-500 mg - L ™, the linear relationship between ethoxy-
sulfuron and the internal standard peak area ratio As / A; and their mass ratio ms / m;
was good, with the linear equation Y = 0.760 6 X +0.006 4, r = 0.999 8. The recovery
of low concentration was 99.09 %, and 99.38 % of high concentration, RSD was
0.46 %. When it was 98.72-102.04 %, RSD was 1.23 % of external standard method.

Taking into account the economic value of pyrimidinyl-sulfuron herbicides, the
internal standard method was recommended to be used in the analysis of technical pes-
ticides.

KEY WORDS: Pyrimidinyl-sulfonylurea Herbicides Purification Analysis
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F¥ (AryD)  Z438 (Heterocycle) FURHr (Bridge) —#4r (MLEL1-1) , Xf3L
TR RFAT T T IZ RN T

= ¥
O M —

H Il H
—MN—0C—N \
W
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Fig 1 - 1 Structural features of sulfonylurea herbicides
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DA, SUHERMRFEARE A A ARG — SRR R G SRR 8
FAE. HEUEAWTCT, HAEY)E MRS SRR H7100~1 00015 . AAT
R ARSI, BT ARREEZ, )RRy K.

1.1.2 {ER#HIE

I I F I DR S e R e A A A oy 2 D L () SRR =R (S
MR AR IR WG, R EH T2 ERE BOd R %A T]
DI LB FLIR G R (ALS) BISEME, (FAEY) (42 FET-. ALSHEZ YA
WITRE A 1B, (ESCRE R EIR A& BN aI B, Al 20 1 B R B 7)1 TA
FIR 515> Fa- T BRI LG &, 2 A AE R CBEFLIREL OB R AL T TR, HEad— &
B IR SEIE AT R e A S R . k2 W1 f) Sehloss %8 3 H AL S S
EAHALSI, ALSIT. ALSILZ 7y, 33X =FlAN A B & R B 77 BRI AN ], 3
1 DAALS 1T 5 sk,

XoF T WE R P R S R BE7), - Sehlossi\ AL IR 73— FOALSER () 4F H s A%
FEREIZ 2 (thamine pyrophosphate), ‘&5 iR S 1% 1 [ (sulfometuron) 73 ¥ 45 4
FEARL, 39— AN ER s JE,  FEAEREIE 24 (A1 B8 1 55 — N — N =Mt
(BREEA =M ), [RIRE I 28 =iy — Mool (IEL-2) o mERsEfE ]
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Figl - 2 Structural features of thiamine pyrophosphate
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cl
@ NaNO,/HCl SO, @l NH, @I
NH2 CucCl

SOCI SO,NH,
R R 2 A U 26 A R Tl AL E TR BE, (R A T R 2 R i 1 % e
R,

1.2 fHmEREpE

1.2.1 #Ei&

WO A4 e e

JEIEA 4 nicosulfuron

RO A MR, RAROR

YL R 4 Accent, Nisshin, SL-950, MU - 495, DPX - V9360, EMA 1534,

HU 195, Milagro, Motivell

242 FR: 2- (4,6 - - FEIEMENE-2-55) -1 - (3 - FHREILFELE -2 -
) i P DR

7371 CisH1gNgO6S

s FE: 4104

CAS &id5: 111991-09-4

gk W 1-3

T
N—CHj
7
H,C—O 0=cC
—N I |OI —
e
N N—S
\ N/> LT\
H H O
H,C—O

B 1-3 JE-Eake s 24 X
Fig.1 - 3 Structual formula of nicosulfuron

1.2.2 EKRMR

ERNEZN TS p NN H N L RS RN RN

J&s: 169 ~172°C

IR JE: <8x10'mPa (25 'C) ™!

1ESEEEK 0B &% logP=-0.36(pH 5), -1.8(pH 7), -2(pH 9)

=HHH: <4.68x10 °Pam® mol 1(25°C)

VEMRE: 7K 0.4 (pH 5), 120 (pH 6.8), 39.2 (pH 8.8); Al 18.0, Zfi% 23.0,
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5. LB 64.0, & ke 160, 4FE 45, HIK 70, cki< 20,
(g.L% 200

Fae . JKMEEW 15d(pH 5); 7€ pH 7 A1 pH 9 ¥ fasE

IR f: >200 C.

1.2.3 HIEFHIE

1.2.3.1 WY E Y
FURR: S DR LDso MEAE K (1 BRI/ B >5 000 mg - kg s
B2 RAIRES . 22 F0k LDso M. HE R >2000mg - kg™ i ARG
FER G o B R TC I E I (F) s AN Be R ERIGRI (R s 75 %l 77 AN HI BRI
N: KEE LCso(4 h)5.47mg - L™
TeAE FHFIE(NOEL): %I K F BRI BRI 28 d TS, TEFE RN T 30 g
. kg,
HAh T : Ames 56 FA .

1.2.32 AEFHHEE

193, MRS S TN LDso>2 250 mg - kg ™. B AT A A 28 1 L Cso>5 620
mg - kg2,

2, KB AT K [ A FIHT 4 L Cso(96 h)>1000mg - L.

JKF%: LCso(48h)>1000mg - L2,

W SR TC W EL RN EE NOEC(96 h)100 mg - L,

. LDso(3fl) >4 X 20 pg: 1AME LCso(48 h)>1000 mg - kg™, TEWEIRL
J% 7 5 (NOEC)500 mg - kg ™.

Wzl . LCso>>1000mg - kg ™.

1.2.4 IFEY3IATE

Y. 4l — IR 60 mg - kgt &5 R IIAEE I ZH 2N L bR s
BEFEMRT 0.1 mg - kg ™, [RIHCAT DATIE SR ms it R e AROAR = 80 A B
7o TR A K AR A A R A UhE R

Y AL TR PEARRGE, PEMEFEEl] 1.5~45d. ZE/EMh AR E<
0.02mg - kg™. FEELIRM K AT AL I RO R A« ke f R g i R 31 A 32 T 1)
BEfRIR AT o

TR IR I A F)26 d(pH 6.1, 5.1 %A HLE, 25 C).
16 4 Fpib3gE b op, WP 2% Ky (25 “C)M 0.16(pH 6.6, 1.1 %A HL5)F] 1.73(pH 5.4,
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4.3 % E ML)
T PR AR 1(1:48)60~67 d;  (7K)14~19 d(pH 5), 200~250 d(pH 7),
180~200 d(pH 9). —LLMST A FL A R B . HIBFFME -5 B 24~43 d(20 "C); 90 %
B AR 3 80~143 d(20 'C). Kg0.05~0.7. /K Ff@F-ZE/M 15d (pH 5, 20 C) M4,

1.2.5 TeR RHEX~ 5

N SRR IR A (TR LR & B ER S LR TR G sl ) b ).
A TR A B RS TR R BRI AE G R, B M o RN K AT
b FOREREIE IR T B AR

VER 70 B N WRCPERR R, e 2% B Py FAR S W AT, T T 3 e AR Jo s
P e AL T 2 73 A 4 2

R PR w S BT R TR B — AR A R, R RS, B 5
JEL . BERL, MG, MRS PR T P AER R, SRR
mm&mn“ﬂﬁgma

Jiti 7 &: 35~70g . hm™

F . B 7J(/UFW7|‘_L7[<[0

R 7M. Accent (F:8); Dasul (IshiharaSangyo, Syngenta); Milagro (i3
[€)(IshiharaSangyo, Syngenta) [*),

1.2.6 ARFE
HOR T o A7 S5 S PR TR AT R PO s PR 5 i 220, LR 1-4, 1 145,
OCH; OCH; OCH5
PhcozmH—4f__§> -— NHQ—*f = ocm—4f
OCH; OCH; OCH;
DCHy

M
OCN—( :\§
=

OCH:} . (ICON(CHS)Q @[CON(CHS) 2 OCHg
OCHz | "l —_— M
N N7 S0;NH; =y SOQNHCHN—( 3
N ] .
PhCOMNH O N
N—
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B 1-4 7 #UBRBE A AR v A 4 56 4%
Fig.1 - 4 Synthesis technology of nicosulfuron from isocyanate
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COMN{CH3)2

%

7

M SO2MNHCO;PH

(ICON CHa)z o P
oo —‘_
CON{CH3) EtM =
= 32 S09NH;
|
N T S0,NHCO,E
- CON(CH3)z
< |
SO CO
OCH3

COMN{CHz)2

3

¥

COMN{CHz)2

3

d

M SO;NHCO.EL

CON(CHa) ,
e[ — X
N SONHCO,Ph

COMN{CH3)2

S0, MCO

OCH;

50 NHCHN—(

OCH;

B 1-5 BB & I8 E AR 4 7 X

Fig.1 - 5 Synthesis technology of nicosulfuron from sulfonamide

1.3 BRmErEfE

1.3.1 #ak
WO A TR R R
JESCIE M 44 : amidosulfuron
LR g IFFIR
YR 44 Cleave, Gratil,
Hoestar
242 FR: 1 - (4,6 - — A FEmEE-

731 30: CoH1sNsO;S;

Jr ¥ 369.4

CAS Fid'5: 120923-37-7
resitz: WA 1-6

Hoestar Adret, Cratil,

Grodyl,

OCH;

HOE 075032,

2-3k) - 3 - G ik (PP 3k ) e T Pt fUR
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H3C_O O CH3
(@)
N I 09Nd
C I /o
70N
/>7N N—S—N
\ R
N H H O CHs
HsC—O

B 1-6 BLog g ay 254 X
Fig.1 — 6 Structual formula of amidosulfuron

1.3.2 EARMR

GRS SRR Y N

JA 5. 160~163 C

IR 2.2X10 2 mPa (25 €)M

IEEEEK 3 BC 2% logP = 1.63 (pH 2, 20 C)

=HHH: 5.34%10 *Pam® mol (20 C)

VMR IE : 7K 3.3(pH 3), 9(pH 5.8), 13 500(pH 10) mg - L™ (20°C); P %% 0.099,
F¥ 0.872, M 8.1(g - L™, 20 C)

FasE Mk fEARTTHE IR RMBSPIAT 2 F£F5E (2545 C). ALEMIKE, %
fiF -2 3 33.9 d(pH 5), 365 d(pH 7), 365 d(pH 9)(25 C)

1.3.3 BSEZHIE

1.3.3.1 WFAZN WY

CUIR: 2PE#rE LDsy K BRA/NER>5 000 mg - kg™ SRAIRES: Sk
2R LDsg KR >5000mg - kg™ WA : LCso(4 h) KA R >1.8mg . L™ (FX).
ToAE FHFIE(NOEL): 2 4F 400 mg - kg ™ 4 Ma itk K 1 f(19.45 mg - kg™ . d ™).
HAVFERANE(ADI): 02mg . kg™ (FRHE). HARTITH: TEEMEAERA.
1.3.3.2 AATH

192 EPMSAI A ERSEY LDso>2000 mg - kg ™. 12 TH# LCso(96 h) 320 mg

L™ K% LCso(48h) 36 mg - L7t #EK ﬁi} Scenedesmus subspicatus EyCso(72

h) 47 mg - L. %04 2 DR LDso>> 4% 2 1 mg. 873l . 77152 £ 15 Eisenia foetida
LCso(14 d) >1000mg - kg*.

1. 3.4 IMEYIATE

P AERBARA B EEAR R 2 O AL, LIEAAEE. e,
IEmn T P R E M B AR, PR3 0 3~29 d, PR pH (ETEOG, (HE ik
YiE A <.
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1.3.5 MR RHEX~Mm

P SRR IR G (L IR FLIR 5 R B T R A B ) 410 7k )
i ] 0 TR S B IR A BR AN e e R I AR B —BrﬁZQEEIH@/\’j’JﬁFH*E%%{ﬂ?

b o BRI T AR AR IR

TER R RN RMERR B, I B RAR IR SRR AR T e Rl
PERUZIY R, MTIES A R 2B, AR AR SZ

Filig: WiJE i 30~60 g - hm 255, FibR&/NE. R/NE, K. B,
RA/INFZ NS FE o ) M e R R A s ) S AR i e b TR TR R

FIFRL . KA BRI . A8 5 Cleave (Barclay ); Gratil(FEEAEMRIE A ).

HABF* % Adret; Aigle; Drui; Eagle; Grodyl; Hoestar; Pursuit(FEE-{E%
BFEEAHE].

. Agrilon(+5%PFE); Galice (+MEHHEH); Grodyl Plus (+5 AF%); Hoestar
Super(+ P AL B ) Segal (+15 B ) (G HLAR Rl 2 4 ) D91,

1.3.6 A%
DUFF RLRS RS, — P AR M 0 fig Sy S 24 ORI o B - 8 4 T 45 s st e 1
HE 1-7,

CH3NH,
CHsS0,01 — = CH4SO,NHCH;

H4CO H3CO
0
CISONCO =N i
NH—C—NHSO,ClI
’>_NH2 \ />_ 2
N
HaCO HCO
H4CO
CHs

CH3S0,NHCH5 I |
— e \ />—NH—C—NHSOE—N—5020H3

H4CO

B 1-7 BLgakie & mis &
Fig.1 - 7 Synthesis technology of amidosulfuron
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1.4 ZHHEE

1.4.1 &

HOCE A O mERE

JEICIEA 4 ethoxysulfuron

LR A4 CEAMERERE, KPHE

YL W44 . Sunrice, HOE 095404

A FR: 1-(4,6-— F AR SE MR I - 2- ) -3-(2- £ S8 R S A I 22 IR
73 ¥ 30: CisHi1gN4O7S

Iy ¥ 398.39

CAS &id5: 126801-58-9

ity WKl 1-8

HsC—O
—N (0]
> / !

N—S—O O—CH,—CHj,
L]
HsC—O
B 1-8 T A& LM X
Fig.1 — 8 Structual formula of ethoxysulfuron

1.4.2 BEXRMRK

PEIR: B R AR [E 4

M. 144~147 C

Z&IRJE: 6.6x10 2 mPa

VAfiRE: 7K 26 (pH5), 1353 (pH7), 9628 (pH 9) mg - L™(20 C)

FaE k. K3 65 d(pH 5), 259 d(pH 7), 331 d(pH 9).
1.4.3 SEEHIE

AR &k R LDs RETE >3 270 mg - kg™*o FZJRMIIRAS: ZPkg
M LDsp KR <<4 000 mg - kg ™o Mo R FR B R Jok T ot (O 1 B o oAt 7 T »
Ames 56 BHE
1. 4.4 IFEYIATE

IS, SIS RN, BRI AR KR I R KL 02 18~20 d; fEUK
FEm Y, BRI 10~60 d?Y,

-10-
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1.4.5 MR XHEX~MH

VI SRR RS (SR LR & Rl ER LB FR TR G il ) it 7).
kA T R A TR R o BRI AE G R, 3 B R A R KA
1k TSR G BL b AN R EATL H1) SR A e 1 1

Filig: Hif] 10~120g - hm 255, BRI, KR, HRE i %R
MPERERE, HHARIEEEKKE.

FIAY IR BRI o

HAthr=5h: Sunrice; Sunrise; Sunstar(FEE-{E¥IRI %A HE]). ¥EF: Pulgman(+
P B (G )+ A FERE () s Topran (+P9 B Ji () + At e ARy (GE) ) GRE H- 2 mIE R 7)
Sanattack (+MEEJfZ)(Sankyo V). 1577 55]: Bingo (+7H 5 (J8)+ Mk B b (18 )+
REE(E)); Goku Jumbo (+FRE GE)+ A EFE(E)); Kimanmae(+ B (GE)+4%
BBE(E)); Kita -Bingo (+75R B GE)+1k 55 2 Gl)) (% A 7] Aventis) 21,

1.4.6 ERRFE

LA G TR 2, LA FRAR ) 7 V02 LA IR (RULERE) Al dh
ik, HEEREN N 1 E I R R RS, SRR O RN,
55 2-E Fa-4,6- — FHESEMNE TR, 100 CHEA M 2 h S HERY, Uk
96.4 %, 4l 98.8 %%,

1.5 FRERBRSEPREST T A 73 SE A

T IR S R B A 0 20 b R AT IR 2 0, P DL B0 €3 (HPLC) 320
FBUF - BRI PR AR R P, e SR G (GC) L BN rikik
SN G3

1.5.1 BEBIESHEZE

TR RSB 8 P b 20 3 B e IR I IR S R B B U ik, 1A AT LR
R MR SRS o 791 B B g TR ISR 0 ok . R B RRARZHZR (FAO) ANE PrA 24
IMTUMEZ 2 (CIPAC) R HBEIIBEIEIR I 265 73 A ik th 2 R AU g . &
RCBUAR Cu 73H 7 ik A R IR B B 770 (4 2 B M U5k, W] AR IR AR AT AR T
MG, BT RARBUE G A s AR A (AR, S . il B AL
R 2 NCilCray AIIEE 2 MK AMEME (UV) P, BRE %R FIHPLC - PDATI
SE T KR TROS IR IR 2 R A AR 2 R YL B 5 BSR FIHPLCSE B 1T K BRIEK
KRR IR BRI 2 5k B 0T, ARSI Blmg - kg TACER, gk,
BEE R BRI A e, B ai iR Cil 7 A Jr ik BT -Jst. (HPLC-MS) AT

-11 -
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M- B R (HPLC-MS/IMS) BEFHE AR BT, R AT ik 10 125g e,
[l 4MFranistl - Shalaby >Rk FHLC-MSHlIE 1 2 M Pt IR 25 55k 55 70 S FLR A =40, Ao
HPRIA 0.1 pg - L A - S AR A FHHPLC-MSH I I 2 1 AR Tl e . s
i 25 2 R AR 24 46 B rb Bk R U S - R T PR 5 s ) SR Aok 2 P MR T R 2K
BREL A2 5k BRI E (1) F EETF- B (AR R E BT EE T, HAE4EE
| A, 5 58 g 1 s e g 7 R 24 ok 5551 5K FH HPLC-UV it mT DAY A I ) 75 22 Bernal
I PR ROA i A 1 49 e S e % L A (v 5 R %) ) P v v
I E T B PR I IR S IR B 70 22 2 43 Bk B A A 1O AR S R O R
&, TR REE R, BERSRINT i, R AE AR 2 43 BT R BR B3 43 BT w5
JZ . DegelmannZ:MPEHPLC-UV. HPLC-MS. HPLC-MS"Z Fi& i 2% T4k 2
FRBE AT VB9, SR A A 5 i N P T SR T R A IR ) ) e O,

1.5.2 SHEHaEIESTEZE

DRl At ke UK SIS B B 5 ) RO AR g PR AR, 4 P S0 R iy A A< B P
SINTAE LE R ME R, TR BT AN T B AT R AR b . MR . IR i
Rt [ SR LR A A € B L 1-9.

mialts

4.622
5.0
6.272

1
LUZSB

wn- f ® by b

N

i olts
-
= o
go 232
4501
5.045
5195
6051

mialts

424

5811

I
|70.223

t/min
Er VR BB Rk 2 B 69 A R P AR B AL AT BT 3B Bl 49 AR R 4 2- R R-4,6-=F A
Kofg e XA EN L B —FEMEZhe XL AER =42, TR
B 1-9MEaklE (), BLEals (b) . CTHAAE (o) A et R
Fig. 1 - 9 The GC chromatogram of nicosulfuron(a), amidosulfuron(b), ethoxysulfuron(c)
aj, by, ¢, degredation 1; a,, b,, ¢, degredation 2;

Ahmad | Z5H R PRI AR HATAEN, Y B, #TKR
FH 7K R B B 1 P40 A 00 288 A B v o A o AT A REF A M €

-12 -
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TVEAT AT CASEIN, (HIZiE 1R 2R R Mg da ], A A R — AT AR,
() I 2 250 R ot A — B PR R R B
W e SO S5 I 3R A T2 v ) s ol O R RS B B 0 R A O B e, H
GC-ECD yEf A b B2, Berrada H 2557 FH B AR BGE, 385 RE O #4
MR AR IR B = AT SR (1) GC-NPD I B V2 ( GC-MS-SIMD 4R 471590,
RSN SRR AR TR Y SRR R OKAE, ORI ARSI I e K AR ) 4-5-6-
FF A L IR e 1y 2
1, HESHAEE

bEE AR R MR SERIERRE, DUAEMF . B ERE
THENEARBGIN, Eor i N AT, i 7 SRR 2 1)
TDNA. A TGRS S LGS i Fiik &
HE A M E AR TR REHEN TR, 5 TR PRSI %,
SN T VERR R SR SR T F B2 A, TR 2 B FU R AN G 28 22 55 2R )
ke R R DR R, Pud, REL FREMEE. AR TE R
R, BEECRERAR . PCREIAR . B ZE R B RHA . VML RS EERE .
AW IR AE AR i R 255k R, TR B AR TAEF B A AT
RrIEE AR H 56 22 Jo b R, P RE T IR 248 B B 70) R A e AN A PR T R M R
I E M 5. Degelmanns s Bl 48 v SRR . FR I . BRASHE R BE 1K)
PEMIISE . BRI R BE (ELISA) A RO (il 47 7 Het®, Dinelli
KB B IKIER I ng - kg KT IR I R 25 5 B 75k B A 00 1 RO, [
A TR AR P B 4 P PR AR K AR R R 2 B B AT 7 20 B ke, (R 2
R AE D0 5 23 Ak K REIA 2 e MR 8 R IKCE, B TR U H R 3
RO e Tk, POEAG I V00 T Bk 523, 2 hnifEfk .

DA AFAT—Fh g S50 M 7325, AR TR EEAR 2R HED A e 2 2R A

-13-
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HE BIEREELIRA R SR L LTS AT 5

WEEE R LRSS R SN - S ANRRSE T, IR G — AN 97 %, R
P 70 o 5 e RE 2 BN A LR . HAT O — 284 e AL S W 4l 195
R, (HRMURBRT & R, otn. SRk, Uk, Sk, s,
ARSI = A AR TR, BRAERIR. AR AFENLE R T
TRAMESCIL . BB BESRBRF I HARIE A, S b in) i H 23 52 B AL, (HE
[ Py R A R R B SE VbR AE 5T, SR Z B A AR AR AHE A, P ERI L) 1A
TEBIITIE . A AR s Mk v e P AR S ok B3] [ S A S S5 A RS AT T RER 2 0T, Ak
TUERACE VIR A T IR, o TR | RN . £ SRR R 2 kAT T Alidk

2.1 MRS RE
211 (SRR E

WA TEAL . 3€E Waters 600 /5 542, Waters 2996 — #) & PR B 2% ,
Rheodyne 7725 i 753 I3 FE 2%, Empower Pro 71 3¢ 433 T 4F 3k ;

HATMEME: DZF-6020 Y, Fig—fERHARAR;

ek R K ws: RE-52A AU, LW oRAEMALDE)

2.1.2 RFIFAER

MHmER R I 2. 95.7 % (T ARIER AU THRAFD;
PR R 2. 96.72 % CERWHE R TAHMRAFD;
AR R 95.62 % (ERWHERMTAHRAFD;
PUSIERAR . 742l 99.5 % ([ 24548 BIAL il A FR A 7))
B 7 Hr4l 99.5 % (LR ERAL THIRARD;
TR el 99 % (R EER T RKS AL S AT IR A DD
HIZK: el 99.5 % (1 255 H b 2l A BR A =]D;
ToK W LA 99.8 % ([H 2L A R A F]D;
PR OME: M4l 99.5 % (2R HL A R A F]D;
HhR: 36 % ~38 % ([H R ulFIHIRAF]D;
2K: 25 %~ 28 % ([H 255 FL A uGRATBR 2 7)D;

2.1. 3 MENEREEE IR PR E IR 4 18

2.1.3.1 Ehgheeal
MEGE R TR, FIMAEERER, B4R ENENI. 2. &
. ZMROHE. DUERRIR .. & . 2R, 1 afa 5 B i & e iR A va

-15-
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30 min JEFEEINN 40 mL AFE G I, AT FEEDRGE, LABA (k45 f b R 1ETE
P AT . KRR B R, (ISR . T G3 B R HRUE HE, JF
BN 20 mL 57507 PR IR Bk dm R, DA 25 iR R TR M R RV . DS C R I 1
iR BRI, AR ARER. EETHREEER, KRt TR
H5y, 7860 CEATRMT, T4 10 h G A EReFEsed, Jyikmal i
L N] 2 YR 2 i
2.1.3.2 il & ik iR 4l

ik Waters Symmetry Cg (7.8 mm <100 mm x5 um) ANEEHFE;

FEiR: 25 °C;

WMEH: K, 7K

FidE: 2mL . min™ A (99.995 %) I S A

HEREARFA: 100 pLs

W 237 nm.

Fe 1 iR 245 PR 2 S VAW, R UCEERE 100 pl, 432 B0 32 B2 B I 1) 1T VAR
HE 2 IR, 50 Che 192 [t diik, 7560 CHEZTEFMH, T4 10h.
2.1.3.3 Hhtfriea

HXZ15 g5 2451250 mLEEAR A, InAN200 mL4iizK, FIZ/KIATpH 9~10, itk
15 min, HIEAGSIEHANEY) . B JER BN L %Eh BRI TipH 6~7, 14
iagite, AaETNTE, ARSI KRR iR R R, o
JEHEF, B S 0 B AR P R — I, e RS TR R A E E

2.1.4 S EMLEERE

Xt ER BT AT B R BR FE 2L 20 TR PO E i OR B IR B) L KA 208k, iR
W et . BRI KM, RS R R S kR
WAL

2.1.5 s @i BN E

FREX 0.1 g CK5HZE 0.000 2 ¢) #ifhT 100 mL HEIES, HOEER, Hi
55 HERE, 3 kE . i Waters Symmetry Cg. BLZJiE//K (% 20 mmol . L™
FERAN 10 mmol . L ™ IR SAimahAR, 43 BIFEILLEHIy 30 1 70, 40 1 60, 50
© 50 IR FH AR IH — A TH R s he b . IR R . £ SEURER B A A1

2.2 ER57e
2.2.1 @ISR

-16 -
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2.2.1.1 =556

fEClE. B A, ZHESEE R B e s R s 2h, ARk
MEaifs, S5RWNE2- 1.
R2-1HEEERAGESBEAE

Tab.2 - 1 The purity of nicosulfuron technical after recrystallization

F E4 S n G4 Purity after recrystallization / %
Solvent 1 2 3

i 95.05 94.37 93.38

G 95.54 95.95 96.27

FI 2 96.74 97.53 97.38

i 97.23 98.69 98.34
M 95.88 95.78 95.74
ISR 97.35 98.99 98.31
LR T 96.56 97.29 97.63

HMEPEIRATAIE LRE . AEH. B2E. AWt LFR 20 b fH s fih g
BA RS, JFEERE MM R HEE R BRI A, TTRERE TR
Bio 1E M K VYEM— RS dn e 2 %, (H = IRE LS g MR T Ik 4
e AENE, TTRER 2 R4S S S B IR, IE I A E RS, BT R SR R
flR LA LI/, EL A i RO
2.2.1.2 Pl ik ai Ak i g5 R

SR FH 50 S8GRRE B v v i) 4% P 2 i 2 B2 I TE 99 %L b, (H RS 2 LN 2 5w
ma R, SERH TR T A g Al fh AR B E T T TR DR
2.2.1.3 EHHrikaisn 4 R

W R i P FOR 288 o 70 LE 7K o )V A P2 B pH (B AR AR TR, 3R 2- 2 1j ¢
T S FRE A T S AR o R R R T LR MK P e SR R R RIVA A B DN,
W BRI IR R B R O SRR Al e B X — M PR S G
AT DABEZ: G TR (RZoNED, m B fceim, BT s B A La
ML o ASSCH R Gt e . IR fsfie . 2 AU R AR Rk g ali, v (e e,
FAAR

-17-



W EE T I R 55k 5577 (K 4040 5 3

R 2 -2 WoruE e REBL IR IR B K T I AR

Tab.2 - 2 The solution of some pyrimidinylsulfonylurea herbicides in water

25 /K water/mg - L™
Technicals pH<6 pH 6~8 pH>8
IR s i o 400 120 000 39 200
T s i o2 9 1200 13500
LA E 26 1353 7 628
S i 11 1200 —
e i [ 2.9 120 1200
P I i o 8 300 —

e “—7 RoRBA HREE

2.2.2 BthmEMEELR

I ERATIRIRAG AL (A 2080 R ARG I, AT DAR E FL AR
ARRAARA i B2 RS WO i O B I 8] 5 S5 24 3 il DR B IS 1) — 20, AT DA
SE AL AR AT R T B AR R AR A S P R A AR AL
2.2.3 MmN EETINER

K 2-3~2-5 )RR . BEMERARE . £ SRR R AR IR A A
Mg R, HALLEIRT 99 %, v FH T M 75 IR BITT R S H B ot b & E e .

R 2-3 JAPEERELE B2 A e B

Tab. 2 - 3 The purity data of nicosulfuron pure pesticide

(=] =) 0 - % o
si?f& é?fi/tf qz,i{ils/o Sx RSD/%
1¥ 98.87
2 99.37 99.12 0.353 6 0.36
3* 99.09

R 2 -4 TP RE A A B SE B
Tab. 2 - 4 The purity data of pure pesticide of amidosulfuron

[==) o R
sjjnjfa fﬁ; qz,i{aanls/o Sx RSD/%
17 99.06
2 99.59 99.18 0.365 1 0.37
3 98.89

-18 -
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R 2-5 ZEERES 2N 2 B3R
Tab. 2 - 5 The purity data of pure pesticide of ethoxysulfuron

FD - S
sjjr:f@i ﬁsf,/tf H’ﬁl\jﬁﬁ/f Sx RSD/%
1 99.15
2" 99.56 99.35 0.205 2 0.21
3" 99.34
2.3 INGG

AREARVE | e IR SRR Al U7k, TR U, R R
TG I A W TR AN BE A RO BRI ot o e OO i i) 57k m] LAAS B 4l v 1Y)
2k, e RO ERCD, MELLN AR R . RS AT PTG 1 ik el R
helE . MEMERERE . CSRAERE. I BOG AT S E AR, R RO i R B I A A
LA R TR R AE A 2 S, AR YA — 2 g HL Al i 2 EE 2 KT 99 %,

-19-
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T B RHOR B U A 1 S

BT TN AR SEPRE TR IE

B M AN FURSDEE . ZLAMGRE . R IRBOE . B, RIARDOE, 2%
T AEINCE 0 TSI E . XETNERAME. PR, R HESER R
AW TS A S AR BOE AT IV E B TR . FAT, MENE AL AR IS R S Y
WAL HHER N RGATFHHRE, STROUL "H-NMR B 7. A i
B B R S AR AR TR A P M W Ak D JOR SIS 5k 5] 10 DU R0 PR 2 AT AT, Wt e S BR
FIRBAEAFAE, A TAMIRAL . TR VIR S VERIE TAF SR LB R R E .

3.1 MRS
3.1.1 (UEEMILE

RO LR . S5 [E Waters 600 /& %%, Waters 2996 - # E B4 F1) A6l 2%
Rheodyne 7725 i 7538 148, Empower Pro H SChi it T
YRk 5

LLAMETEAL . 1 A & v S AR ¥ 4L 7 i (¢ (BRUKER TENSOR - 27);
OPUS 6.5 3 il TAEu; il FW-4ATY, REDEEAE
75 LA GRS AR T AR AR

BREILHRIEIEX . 72 [F BRUKER Avance-500 #4;

TR : 3£ Waters 2695 - ZQ 4000;

B #higiKk 24 FDY0502-E-UV.

3.1.2 RFIFAER

Ol tmigal CRBE I AR 4t i A TR A F]D;
. ol ORETT AR A 7 m A PR 2 7))
HIR: Hral 99.5 % (E 254 Bk X5 A R A F]D;
BRALER: Jaigal CREETRNE B R a R A A
STARINER: (CD3) CO, JiARAE 99.9% (L CIL A7));
Ke B, B TSI (0.2um JERD.

3. 1. 3 LKIMNRYTAIE IR 36

Sy PRI 0.1 g g R PR IR S B H 57 R 24 T 100 mL R &R, HZNEE %,
F R S 0 FRR P N BV €818 RGP 40 B8 S SR IR AS R AR SO 1 1

AR (0 25 A

ikt Waters RP Cig (4.6 mm %250 mm x5 pm) N

JEK}: Symmetry Shield RPig;

huf

0
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FEIR: 25 °C;

WBEIAH: 7K

Vi 0.8mL . min; S/ (99.995 %) WL
AR 10 pLs

KFEEZE: 1.0;

SR 1.2 nm;

Bke: 195 ~ 400 nm.

3.1. 4 LIHMNRYLSEIE IR 56

HEE: FEZLAMT TR, BUKZ92 mgBgH71 JH 245 5200~300 mg T4 KBk K 7E 3
KRR 2] e, ARG ELZ1100 mg, J5IHCE T AR FRGE & A
ML EAE20 MPaf 5 T FEHI1 min, #8GE I, B TFHeEe b, &,

b . dem™, BFERE: 32 R .sT, FEVEET: 4000 ~ 400 cm .
R BLETE 5, R EAET A% TR, W DUHSRE SE . IR FRAL
RS, CAES B A0 BR R SRR, R R R, 8RR Ak B ] A5 B A
i P 2L A WA P
3.1.5 RiEoimitie

K F T B ARSI 1 B, VAR ) S AR R E S5 F [R) 3.1.3; it 451

I 55 B 59 . ESI+;

HEFLHEE: 35V;

BRI 110 °C;

B ARSI 180 °C;

B VAR ST#E (N: 250L - hL

HEFLSE (Np: 60L - hL,

3.1. 6 ZREIRIEIE A IS 4

H-NMRIRE: i T ATMS NS, 4% J9500.13 MHz, ##9£10.0 Hz, 296.1
BlEs, EEEIN2.00s, BIN329K.

BC-NMRIRES: Bt LA TR E VAR, TMSHFREE, SEIRM2 4125.77 MHz,
E537.59 kHz, 295.7 ks &, EE A A30.00s, Zhn1 0241k,

3.2 ER5e
3. 2.1 BAMNRUBS LI EAE
3 o g i R R 2 R R 2 S VR R AN RO TS L 3 - 1~3 - 3, AN
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Wi R ACAE 236~238 nm. 3 MR LG RN SL R R EE IR RGP0 N
2-7 F-4, 6-HIEEEMEE, LAMRYOULE 3-4, H B WRUSCH Amax=261.9 nm, R I
WCHT Amax = 222.9 nmo MEEGERS FEA BBEIRE R, BTN B S o R
B p-m HEHIA R, T3 B WG LLRE, AL FIILEIE R, R RIS B 408 fa 1
B i 5 o NI RN AR A, FEIRTB1)AH r 16 g flf O R o 20 790 1) 48 IR Wi R e 235
~ 245 nm Z 8] 78— AN TE RIS » A0 s SR T A K A B KR IS Kl 243.0 nm,
MM fi 9y 240.6 nm, FRISRERE N 239.5 nm, "Ry 238.3 nm, BIEILTEE N
AN T RE S R 1) R A G 53 5 A e A 8 A s B B A, T HL 2 A A
BRI Z MR, PRI MR SN SO G X LAR E VD B 4544, R BRONZ R BRI &
APRHEAIRAE R, A& RIS 4 R A se 3 BT SEM 258 .

3104
236.1

J.084

< 1.06
<
1.04
J.024
2004 310.8 3407 363.2
22DI.DD 24DI.EID ZBDI.DD 28EII.DD SDDI.DD SQDI.DD 34DI.DD SBDI.DEI SBDI.DD
Alnm
B 3-1 JA-E A& 5SRO R i B
Fig. 3 - 1 The UV spectrum of nicosulfuron
.60 2371
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Fig. 3 - 2 The UV spectrum of amidosulfuron
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21 DI.DD 22DI.EIU 230|.DU 24DI.DU 2SDI.DD 2BDI.DU 2?DI.DU 2SDI.DD 2QDI.DU
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B 3-3 T AMMEEISFMAER
Fig. 3 - 3 The UV spectrum of ethoxysulfuron
0.254
2519
0.204
Dns
<
<C
0104
0.054
0.00+

T T T T T T T T T
21000 22000 23000 24000 25000 26000 27000 28000 29000
Alnm

B 3-42-2A-4,6-=F A AEREIMFSAE B
Fig. 3 - 4 The UV spectrum of 2-amino-4,6-dimethoxypyrimidine

3. 2. 2 LMK S TE S AIE

LES NI AN EEI AT AN (WL 3 -5 ~3-7): 2 800~3 300 cm ™ RIS A4
T FR LA B AN C-H BRI 4RSI S . £ 1 720 em  BSRIEAIRMF | C=0
(AR 2 PR SR . 1 360 om ™ [ IE AR IE IR | A AR L CH AN FRAZ T 3R
BRI, S PR AR AR, FEAAR B IE AR . 1 450 om ™ Dy 3R
SRR ARSI, A AT RN 3 774E . 1570~1 630 cm ™ 3 HL A 2415 N
C=C. C=N X4t {45 4R 50 ISH: . 1200 om ™ 55 11 4 H. 20 2L A A 20 531l S-S0, K
S KRR G O R 45 s o 47 B TR, 1720 cm ™. 1600 cm ™ X, 1360 cm
"L 1200 om X 5 11T A 14 U 2 4 ) B PO R S I 0 PR R A A o A L s
R DR R 59k 0 71) i b 10 20 A3 PR DR R B, B s (1726 cm ™. 1615 cm ™
e, 1351 cm ™. 1219 cm ™). “EmER#FE (1716 cm ™. 1607 cm ™. 1354 cm ™. 1197 cm
by, EmEEE (1722cm™. 1587 cm ™. 1357 cm ™. 1197 ecm™) %%,
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Fig. 3 - 5 The IR spectrum of nicosulfuron
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Fig. 3 - 6 The IR spectrum of amidosulfuron
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Fig. 3 - 7 The IR spectrum of ethoxysulfuron
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BE (LK 3-8~3-13), HmiERMGAEER: IFIER A S W, Bk miz 182
FRVRE 0 U, 3K e s W T IS R A PR AAE B8 10 o {HL S R b R R 3% O,

N SR I, AT B EEARE Z MR, TER miz 261 (R & gt mT DL
NETE R — MK . I SDBS Hds 22 i 31 (1t W W fid 2 | e mbe s i [ 7€) Jog 3% [
A m/z 182 FifiElg, (HHRM B S R ARIE T LABE miz 261 I Fr 81U,
FrEr LA

100 182
213
g ] 108 433
= 411
253 278
] 194 | 230 %6
0 68 83 QB 116131155158 JII | bl |l‘| . ! I2?4r 31.10 . ‘| 40'?“'." -
75 100 125 150 175 200 225 250 275 300 325 30 375 400 425 450
mi/z
B 3-8 JA-#EagE ik B
Fig. 3 - 8 The mass spectrum of nicosulfuron
_CHg
HC—0 0=C~ TCHs
—N C”> fﬁ‘v +
N
>—NH—C—NH—S — m/z 433
\ B/
§ (5 N CH
H3C O N'/— 3 +
m'z 411 O:C/ H\_CHS O:C
\ ﬁ - __
+S  —
I \_/ \_/
H;C—O N
—N O
I+ m/z 213 m/z 106
>—NH—C
\ .7
N
HyC—O m/z 182

B 3-9 JE-E A& k5 AR VT AL 69 LA e 1%
Fig. 3 - 9 Possible fragment pathway of nicosulfuron by mass spectrum
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Fig. 3 - 10 The mass spectrum of amidosulfuron
HyC—0O
—N 0 o] o} .
| I I Na
\ />—NH—C—NH—S|—N—S|—CH3—I‘- m/z 392
N é} (EHgtl)
HiC—0 m/z 370
\ o] O o]
I
ril’—ﬁ—CHg—;- HN—S—CHy— +S—CH,
Il
H;C—O CH;0 o]
0 CIJII m/z 94 m/z79
+ +
\ f>_NH_C_NH_ﬁ ——— m/z283
O
HC—0 m/z 261
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—N o —N ‘~|'|’
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B 3-11 BEeEa[& ik AT ¥T At 69 2 e 2
Fig. 3 - 11 Possible fragment pathway of amidosulfuron by mass spectrum
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Fig. 3 - 12 The mass spectrum of ethoxysulfuron
HyC—O
—N ] ? +
\ />—NH—g—H—S o] o— Csz—" m/z 421
N o]
ol sy N O O
HsC—O O—C,Hs HO O—C,Hs HO
N (o] II m/z 139 m/z 109
|
\ />—NH—CL m/z 218
N HsC—O
o} o}
e e NV SV SR
\ 7/ T &> m/z283
N 0
H,C—O l m/z 261
HsC—O HsC—O
/: NH— C NHg_-" ( >_N'H—I'- m'z 178
HyC—O c—o0

m/z 199 Ha m/z 154
B 3-13 T A&k 5 A7 ¥T fe 09 JL e 42
Fig. 3 - 13 Possible fragment pathway of ethoxysulfuron by mass spectrum

3. 2. 4 B FHIRRIE A
3.2.4.1'H-NMR

ot B R P A e R 2 AU 1 TH-NIMIR B T (L 3 -14 ~ 3 - 16),
e P T A T R S B B (PR AE e e B ERR b 2 NIRRT H O 8 3.9, MENERR
F=C-H 1 H 5 845.9, W% -N-H ) H 4 84 9.6, BEFEZ H1-N-H 1) H 2924 814 13.0,
AN, BEBEREEE TH-NMR B A 843.9 64 6.04 81410.7, MERLEEAEFE 'H-NMR
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PG HAFAE: 13.8. n5.4. du8.7, HITHEMHIAFRML A LIS A AR

ppm (1)

) R

T T T T T T T T T T T T T T T T
150 10.0 50 00

H 3-14 J@-EaE H-NMR 4% B
Fig. 3 - 14 The *H-NMR spectrum of nicosulfuron
fletlr: A 8142.0 AVEFIPIEAH-CHs ) H, 812.84 84 3.0 4-N(CHg), H HH
FH, BT N R 00 B B2, PR Erh H A2 B g 22 ) . 61 3.9
NEELERS SRR H, 845.9 AMEIERR F=C-H i) Ho 84 7.6+ 81 7.9 737l itk e 3
RIS LA ALI=C-H [ H, 8148.7 NMLIER - N=C-H [ H. &y 9.6 Atz +
-N-H (¥ H, 84 12.9 BARERZH-N-H (1) H.

ppm (f1}

. Bl | umuhb_,_

T T T T T T T T T T T
10.0 5.0 0.0

ppm (f1)

H 3-15 BoF ek 'H-NMR i i
Fig. 3 - 15 The "H-NMR spectrum of amidosulfuron
fMT: ALEAIRE Sy 2.0 AVEFI B H-CHs () H, 8y 3.4 A-N-CH3 1 H, 84 3.5
N-SO,-CH3 ) Ho 614 3.9 AMERERS - H AR H H, 845.9 NMEREIS F=C-H 1 H. 3y
9.6 JMEAZH-N-H 1] H, 8n12.9 Hlsftiz-N-H 1) H.
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(1

8.00
ppm (f1)

i S JM JJLLL%

I I
10.0 50

B 3-16 T A% "H-NMR #KiE R
Fig. 3 - 16 The *H-NMR spectrum of ethoxysulfuron

flEdT: AR Sy 1.3 RIS E O E B H-CH T H, R N —=HEE. §4208
VSIS H-CHs 1) Ho 8y 3.9 NMEREIR | 2 ANHEAEEM He Sy 4.0 RIS | 28
H1-C-Ho- 1) H, BT F1 AR E R A DY H s 81 5.9 NMERERS E=C-H I H, §146.9~
7.5 IIPYZHIE 53 ) R F=C-H 1) H, 849.6 ANIEZH-N-H 1) H, 84 13.0 Jyfifift %
H-N-H 1] H.
3.2.4.2 BC-NMR

W R IR AR SR 77 PC-NMR (S fEigy (LI 3 - 17 ~3-19): MEnEdf |k
S C IO FE R 8¢ 54.3, FAE L ATALIN Coh 8¢ 84.0, ZUE T Z 18] ) C 24 8¢ 149.0,
HHEEMIER C N 8¢ 156.3, LLRRMF 12-C=0 ] C N 8¢ 171.7, PAIbk s ik [ it e
BC-NMR i b = BRI N 50 53.2. 8¢ 77.9+ 8¢ 146.2. §c162.8. 5c171.7.7, 5
PEEE IR FA—T. LU N EARART .



T B RHOR B U A 1 S

» it o ot

o  3-17 JA-F8t% PC-NMR ik 3% 1
Fig. 3 - 17 The *C-NMR spectrum of nicosulfuron

fifEfT: 8¢ 30.0v 8¢ 205.3 73 Al N B H-CHsy -C=0 Hf#) C. 8c33.8. 8c38.0
-N(CHa), i) C, N JR - fI06f B 7~ (520, AP A C HIAL = R S 2270 - 8¢ 54.4
9-0-CH; B C, WAL =R S8 2 AH E AT L& I A — Mg, 8¢ 84.0 Mg
e R AT A 1) Cy 8¢ 149.1 Smsne IR F R T2 [0 C, 8¢ 156.3 AMEnE I b5
HAAZEMEN C, 8¢ 171.7 MRHF -C=0 11 C, 8¢ 165.9 A5tk A1 KI-C=0 [
C, 8c151.5. 8c149.3. 8c136.8. 8c133.7. 8¢ 127.5 43l AMtie 34 L 5 4~ Co

-

ppm (1)

200 150 100 50 0

M 3-18 Bt-#akk C-NMR i i K
Fig. 3 - 18 The "*C-NMR spectrum of amidosulfuron
fRHT: 8¢ 36.1 N-SO»-N-CH3; H1f] C, 8c40.6 A-N-CHs /1] C, 8¢ 54.3 JymEiE
IR F-O-CH3 1 C, 8¢ 84.0 Mg 3 rh A FEARAL KT C, 8¢ 149.0 ymEnEdf &R+
Z A1 C, 8¢ 156.3 JymEng Ik 5 A FEAHIER C, 8¢ 171.7 JNIRHF I-C=0 ] C.
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Sl M U

Il L]

; T T T T ‘ T T T T ‘ : T T T ;
200 150 100 50
ppm (1)

B 3-19 T A#% 'C-NMR & ik A
Fig. 3 - 19 The 'C-NMR spectrum of ethoxysulfuron
fEHT: 8¢ 13.8 N EHIEHF-CHa 1 C, §¢ 54.4 NMENEIL --O-CH3 1) C, &¢c 64.5
9-O-CH,- ] C, 8¢ 84.0 Jymisng Phrph AL ARAL 1K) C, 8¢ 148.7 Jymsigf E&UR T
Z A C, 8¢ 156.2 NMENE |5 HAFAHIEN C, 8¢ 171.7 NRHr F£-C=0 i) C. 8¢
151.4. §c138.8. 5c128.5. §c124.3. 8c120.5. 8¢ 114.2 735 NZKIA B 6 4~ Co H
H 8¢ 151.4 NEEFRILMIERT C. 8¢ 138.8 N LEIEHIEN Co

3.3 INGE

A EE AR BRI T (1) Ve W ek PR R S o BRI R R AR L 2nAM i L B L
T LRI B S SCHRIRAT BTG ], SRAE 1 e e I JOR SR B B U A 2 454 o
BRI KRS AL T 235~245 nm, 2T 4N BIAIE S e IR K Rl o RATR 45 K4 114
APAE o JEIE XS FE RIS AR D B A T IR A2 30 25 5 Wi 841, SR B B R AIE
R EFUER miz 182, TTHTHREE /0T (0 e . ARG SR 4 SR b B T
P g A T JUR S o R ) S A G5 4 R 5 e 2B R o AT RIS BT R R A
MIGERRAE . e HT B T 2 ath
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R B
FBNE EIEEmtARRET N SRE RIS DA AR

W% B TS R A8 I 1) e i 2 e AT s ) B2 W A 5 T 8 T P g o JOR A 2
TR, RGP LA E , B BRIV SR T SR, =
JEWE A 5 T A RO e A, DRSO S 40 B VR A A2 B PR . kT
AR FE 70 S5 247 FROTBORH £ 1% 3 A 1) SCHR A bt AT AN/, (E 38 R W 8 e A 47 1) €3
TN, TTIEA G A7 AR RO o T 7 G A 3 PO s e 3R B 55 7 R T i 22y 4
AR PEEE A, WO IS T R T R AT e BRI T AR IS, FE
WM RBNAE S SR T N TOT R A TR ORI 78 AR, 00 s g fst P JDR S8 o
FI S R 3 AT Re A, ERSLAER . S R VB €3 3 i 7 v
4.1 MRI5HEE
411 (LR E
XA A 3.1.1;
B Waters XTerraRP1g (3.9 mm %150 mm x5 um);
Waters Symmetry Cg (3.9 mm %150 mm x5 um);
Waters Symmetry Cig (3.9 mm <150 mm <5 um);
Venusil MP Cyg (4.6 mm %250 mm x5 um);

Hypersil BDS Cig (4.6 mm X250 mm X 5um);
Symmetry Shield RP1g (4.6 mm X250 mmX5um).

4.1.2 RFIFE®R

HER: 7rHrali 98 % (254 Bl =l A R A w));
LHg: rHral 99.5 % (EZEE B FH IR A7 D;
IR : R4l 85 % (IH AL B F R GFIE R AFD;
LR rHTal 99 % RFERBIL TH R AFD;
HIRE:: 7 AT4al 99.5 % (R RFE AL il A PR A F]D;
IERRZ: 43Hral 99 % CREE i TARAFD;
IECUE: 43iral 99 % CRE L TAHRAFD.
4.1.3 EIEBEtIREREF SEREBES A EEL
4.1.3.1 FEMIEFIESE
SR R 2B VAT RIR 2008 1000 mg - L ISR Z5EW, RIREE,
E BT E T o 7 i
4.1.3.2 itk ik
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[ E R 257K (4 20 mmol - LY g A 10 mmol - L™ 4R, Wi
0.8 mL . min™, ZABFEHEEKE N 200 mg . L. 4303 ] Waters XTer-
raRP1g. Waters Symmetry Cg. Waters Symmetry Cig. Venusil MP Cig. Hypersil BDS
Cig» Symmetry Shield RPyg €4 354X J5 245 1 OdEAT M 8 , e A R AR I
WAL
4.1.3.3 sh A

SRR EE-K,  CRE-KONmBE, FRBOREE N ], EERAERER, mHEE
AR .
4.1.3.4 WishHH Bt

LLZAE 5K (% 20 mmol . L™ FRERAN 10 mmol - L™ HERER) AifizhHl, ki
Waters Symmetry Cg (i, [HEMahHEN 0.8 mL . min™, MAHsIHT 2
G109 20 %, LA 5 %I ELBLZEE G NS 60 %, 73 AAt R 253047 7oA, iR
R B L
4.1.35 AT

[ 5 Z - NI ENAE, N 0.8 mL . min 7, SR FRR. LK. BHR.
ZROIR . TERR+T IR . PR+ IENZ . FIR+1E S AR5 pH E, &
P LR 7

4.2 ER578
4.2.1 HEAFIRELER

HIPE] 4 - 1~ 4 - 3 52 AN RN ) o) e 00 e PO MR s e o« s o . 2 SRt e P i
BP BN R, WA AR RN, AR B E SO K
4 - 4 5% 3RMEREGH M CHEEMENE SR, Hrbas by ¢ ol AR L L
e, CEBERELECHET 0 d. 7 d BEkE, S HERT L 3 MR EIAE LA 2
X RER . ERZENEO T, Rk CREENMREREM SR WA — e
WE T P FOR At 42 M oh I A P BRI AT DR AT R D9 R A7), E 2 Ry
TE R E B ARSI E KIS TR, PG R M ) 5 45 2R
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000 100 200 %00 400 500 GO0 700 &00 900 1000 1100 1200 1300

t/min '
B 4-1 7B R B 1A 69 0A o a% e W B 5 ik &0
Fig. 4 - 1 Chromatograms of nicosulfuron in methanol obtained at different time
a.0h;b.48h;c.60d
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B 4-2 3 EF ] 6 BLeE A% (8 F 8BS 5 ik &% B
Fig. 4 - 2 Chromatograms of amidosulfuron in methanol obtained at different time
a.0h;b.48h;c.60h

5.004
¥.004
5.00
5.00
<
4.00
< c
3.004
2.00

1.00
0.00 R e

T T
0.0 1.00 200 3.00 4.00 5.00 .00 F.00 §.00 S.00 10.00
t/min

B 4-3 R ERE B 6 T ARE TR EER
Fig. 4 - 3 Chromatograms of ethoxysulfuron in methanol obtained at different time
a.0h;b.8h;c.48h
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1.004
0.90
0.804
0.704
0.604
1 0.50
0.404

A/AU

0.304
0.204
0.104

0-00 T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00[/min 6.00 7.00  8.00 9.00 10.00

B4-4 #EO0KXR, 7R IMERBHBIREN KRR EER
Fig. 4 - 4 Chromatograms of three pyrimidinylsulfonylurea herbicides in acetonitrile obtained at 0 d, 7 d
a. nicosulfuron; b. amidosulfuron; c. ethoxysulfuron

4.2.2 BIEHRFEER

433K A Venusil MP Cig. Hypersil BDS Cig. Symmetry Shield RPyg 1+ 43
MT QR IR 25 TAETR VR, P 4 -5 a] WL 25 om [ @G IE R 22, ANE S %0k
B E AT, B A 15 em @FEAES AT, 7E Waters XTerraRPg. Waters
Symmetry Cg. Waters Symmetry Cqg oA _FIR1G 1 2 A PR i I L] 4 - 6.
KIFT%0: Waters XTerraRPqg to I A5 B i it 2 ; Waters Symmetry Cog 167 F 10 2
B, HANSRANGN Waters Symmetry Cg, 1 HIJGVEK 2 ANFEME™ )70 5. Waters
Symmetry Cg b3RAG [ (i I R S50, X RRIUELE, Lo NAESS . X BRI
IY BRI T, Rk ] Waters Symmetry Cgo X MEFE S FAO brif b (it 4 1)
PP — Bl SRR Cog AETT BLTF X 1 B2 A0 Al 58, B2 To vk [ B s g
TR PR R SIS ok 0 791 32 ol 23 R 4 S0 e A = 0 1 4 5

-36-



T B RHOR SR U A 1 ST

T T T T T T
.00 S.00 s.00 10,00 11 .00 1z.00

éc't/min
B 4 -5 "B A BLMRIR 35 KAZ A7 &8 B

Fig. 4 - 5 Chromatograms of pyrimidinylsulfonylurea herbicides obtained in long columns
a. Venusil MP Cyg; b. Hypersil BDS C,g; ¢. Symmetry Shield RPg

T T T T T
1.00 =.00 3.00 4.00 s.00 X

.50 1.00 1.50 2.00 2.50 .00 550 4.00 4.50 5.00 .50 &.00 &.50 7.00 7.50 &.0c

t/min
B 4-6 “E R BRBLRIR FRAEAL 54T &% B
Fig. 4 - 6 Chromatograms of pyrimidinylsulfonylurea herbicides obtained in short columns
a. Waters XTerraRPyg; b. Waters Symmetry C,g; ¢. Waters Symmetry Cg

4.2.3 mNtAMHER

K 4 -7 g, FfsE R LR R, o DRI R4, mT g HL
RS EA A T R o B R R KSR R Pk S R, &
it i U B AR A R s #UH 55 %) LN R AT B W B G, Wik 4 - 8 TR .
X BRI RE L AE CE - /KA 3 o R A B AN 55, BB & T e e kR AR S ok 71
5 TP N1 L 7 N L L N 2R iy -8 53 vk i = B & R eI

-37-



W EE T I R 55k 577 (K 4040 5 3

T T T T T T T T
on 200 400 B.00 a.on 10.00 12,00 14.00 16.00 1800 2000 200 2400
t/min

B 4-7 AR il ey 7Bz A RS0 A et & A srTE &k B
Fig. 4 - 7 Chromatograms of ethoxysulfuron obtained in methanol as mobile phase
a. 70%;b.60%;c.55%

T T
050 100 180 200 250 300 350 400 450 500 550 BO0 GBSO
t/min

B 4-855 %L A AFN AR L AR E EER
Fig. 4 - 8 Chromatograms of ethoxysulfuron obtained in 55 % acetonitrile

4.2. 4 REhEEEH LS

HI1E 4 - O WIRN Y AR DY 20 %, MM e 5 L A = T LA R0 73
B, BELEB AT T B ) Kok A oA o AR R A g (5 AT BORE LB
FLAIE 2442 =i 30 %, e o W DR B[], A48 70 B it 1)
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———— ————
o0 1.00 2.00 3.00 4,00 500 £.00 T.00 a.00 9.00 10,00
t/min

B 4-9 MERERLEM=HEErHER (20 %)
Fig. 4 - 9 Chromatograms of nicosulfuron and its degradations obtained in 20 % acetonitrile
a. degredation 1; b. degredation 2; c. nicosulfuron

Kl 4 - 10~ 4 - 11 572 1E LG & 80N 40 YIP1im 20 AH Hh S A5 PR T i ik e B G e fie
PRI BB, e 4 - 9 R TARE FESIRIAS A B 0, R AR 1 R i
WE o MRMFWT R B AR 4 2 | T80 RO, ANRegia il 2. B 4 -11 225
FOCHUN R ER IR I C il 161, AT DATE 2B Ag 1 2 B0 DR B I e S5 gt v ik 1
1M FEAE ) 1 TR 54K, EZRROCHUNRN G EBCHES . IRk £ i s)
MR 2G5 809 40 %I, BERTREME 47> 20T, T HORBE I [Rl& o, Al A sh
AT TR

180
b
1 50
1 404
1204
= 1004
<
< 080
060
0404 a
0204
0.00 —/\
T T T T T T T T
1.00 200 300 4,00 500 £.00 7.00 g.00
t/min

B 4-10 BEals 55 1 EiEn BB (40 %TH)
Fig. 4 - 10 Chromatograms of amidosulfuron and degradation 1 obtained in 40 % acetonitrile
a. degradation 1; b. amidosulfuron
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25.00
20.00]
%)
=15.00
-
10.00

500

T T T T T T T T T
o.ao 1.00 2.00 3.00 4.00 5.00 5.00 F.aaon 5.00 9.00 1000 11.00 12.00

t/min
B 4-11 BEsle 5k 2 &0 B E (40 %TH)
Fig. 4 - 11 Chromatograms of amidosulfuron and degradation 2 obtained by ELSD

in 40 % acetonitrile
a. amidosulfuron; b. degradation 2

K 4 - 12 72 ZHEEE 10 50 %I 2 S S HL Bt ta i o B, R
PIOREE IS TR)/NT 4 min, 2> SRS, AR el TR M0 . dn 2R A
F ) AR AT S LU e 55 %, WU s DR BR INF[R]ZE 6 min 2 4.

1.004
0.50

0.60

A/AU

0.404

0204 c

T T T T
1.00 2.00 3.00 4.00 2.00 6.00 T.00 g.00 9.00 10,00 11.00

B 4-12 CABESERmGEESHE (50 %TH)
Fig. 4 - 12 Chromatograms of ethoxysulfuron and degradation 2 obtained in 50 % acetonitrile
a. degradation 1; b. degradation 2; c. ethoxysulfuron

4.2.5 ETFNERLER
RIEIR SR A B B 59 tE, . pka 7E 3.3~5.2 Z[8], fE/KT M,
AR TE it R, IR T LA AR &, AR eeE e (LA 4-13),
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a—»

r T T T T T T T T T T T T T T T
0.0a 050 1.00 1.50 200 2450 .00 340 4.00 450 300 350 5.00 5.50 oo 7.0

t/min

B 4-13 TERKEM T AsE % R #0h
Fig. 4 - 13 Effect of the concentration acetic acid to chromatogram of ethoxysulfuron
a. 17mmol . L*; b.34mmol . L™

ORI AN AR R BRI EE R I BE CBRRIRFE RN, WA Ak, EXY
FRYEIIRAF o XK R BRI pH<pka I 74 B¢ A RS, TR N
— LR TEELSS, pka N 4.8, ASREIN A B SR N1Zdk 5 5 5 1 TR

Kl 4 -14 /& 20 mmol . L™ Hi%. 10 mmol . L' B2, 10 mmol . L = 4%
ORI (i, WY, (ERRAE T ARG, =Hom
LR E R, A IEFEHIR.

C
r T T T T T T T T T
0.00 1.00 200 3.00 4.0

0 i 5.00 E.00 7.00 .00 9.00
t/min o

B 4-14 RREAF RGBT C A aTE & B 8RR
Fig. 4 - 14 The effect of acid to chromatogram of ethoxysulfuron
a. formic acid; b. phosphoric acid; c. trifluoroacetic acid

Kl 4-15 IR IR+ F R IR R £ SR il 1] Herb A 9 TR
TR EREE, TR 1. 2 RMEROR, R CeiE HARBIRT I, ARESE
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BRI FIERME T AN R ST, KA BT, B
Sy PR AT F R A A T RIS A i B, 2 R N 20 mmol - LR, TR L

pH {E 2~3 WENE R RSB 57 (A 25 52 21 1 4], (HAR BRI R 1
PINBEPIRES, Re S WRR A GV RGE T, W0 7 ORE A, 32 i Hs o v o e
e ovidc R

a
0.50+
0.40+
5 C
0.30-
<
<
0.201 k//b
010 M A
1.00 200 300

B

0.00+

T T T
4.00 S.00 i 6.00 oo a.on .00 10.00 11.00
t/min

B 4-15 P8 (A). PR&EZ iR (B) ARAPAGT AsEEEE
Fig. 4 - 15 Chromatograms of ethoxysulfuron in different regulators formic acid (A);

formic acid + ammonium formate (B)
a degradationl; b degradation2; c ethoxysulfuron

K4 - 16 7 nli iR . LA, 1L N 5 X0 0 PR 1 1) O
e . BEE R sh AR BE I IR 1 ORI R0, SEA A4 173
T o S EBUEE 2 AT (R B I [ 325 356 FH PR AR Y IR 4 )9 YRR AT 5 791 o

LA

T T
.00 2.00 4 iR EIEI 10. EIEI 12, EIEI 14.00 16.00
t/min

B 4-16 FFEERAR T 69 L AREEE R
Fig. 4 - 16 Chromatograms of ethoxysulfuron in different buffer system
a. formic acid + ammonium formate; b. formic acid + propylamine; c. formic acid + hexylamine
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4.3 ING

S T ST W R I AR SRS ok R 4 R RO B T L R TR Y B
L, Cotbbt Ce @& M T MY, CREIKMSRanAH, 20 mmol . L
HERAN 10 mmol - L FR R MO TR AT, B T 3 B (KR B S DL X
I AR RNE R K B~ 0 0 BT o DUAL 1 S e . b fee o . £ SRR A £
IS L], B 1 5o S B i DR B R . DR e e A R SIS ok 5 571
G AT TR A ST B E L SR
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T B RHOR S0 T A 1 S

BRE RiEEE LR EERINSIREGIE ST

MR fik o % H A Sl o wUR B, S AR m I T R IR RSB 5571
J& TSR SR A AN, TR R SR AN 2 AR R AR 2% R e ] 2
MR T TOK T FHRR B, B R =M BE, T HER, BORE, XWIoKk% 4,
Az, 2007 AR R R I & R SIS, RERZEP S0 KR, 1R
R BT 3R SCHR b S 2 R 700 1 4347 B 22 SR A 27,
LBRMITENAHIE R . FAO PRSI s ROl Gl oA Jrik, B AR — 2
FEMRTI ) DA SER,  HARHS B B0, A o R R e 5 245 20 WA a5 456 B o
GAFHIA TR, I EL B0 B = M0 20 B8 2%

51 M55
5.1.1 {{F|/MgH
] 3.1.1
5.1.2 RFNFIBR

IR Al 99.12 % (HHD;

SR2K R —FIlg: il 99.5 % (R THRAFD;

SRIK R 2 B5: 4r#r4l 99.5 % (Rl THBRAFD;

SR2K T HR T He: 4044l 99.5 % (Rt THRAFD;

RIS : FREVARZE — W —FIfig 0.2 g CREAA4 0.0001g) T 1000 mL A&
W, HZBSER, WEL N 200mg . L

ORI Tl 8 s 7R it 2V PREDURIMR R P A 0.1 g OR§Af % 0.000 1 gD - 100 mL
HEMT, FAWEIEREZIE, KELN1000mg - L.
5.1.3 BYREEILIURIERH

ikt Waters Symmetry Cg (150 mm 3.9 mm x5 um) AEE40NF:;

WEhMl: ZBE: K (% 20 mmol . L™ HEZAT 10 mmol . L™ HER%%) = 30:70
(VIV);

FER: 25 °C GRIZEZMNAKT 2 °C);

MR : 1.0mL . min™, S/ (99.995 %) WS HH

EEE: 10 pb;

KK 232 nm;

LREAIS ] W% 4.78 min, A7 - H /R —HE 8.42 min.
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5.1. 4 (A ERESSRHEEIE ST

5.1.4.1 WARYRIESE

1] Waters Symmetry Cg taitikt, EERZNAHZES @ /K (& 20 mmol . L™
FE A1 10 mmol - L™ HIg4k) =30 : 70 (VIV), iy 0.8 mL . min™, HHmsh% ik
PRy 200 mg - Lo AR5 FIARZE — R — WG AR —H IR — Z.fg. Al
8 — T BRSEAE NEE T BE 0) AR AT I S8, B B R i, AR RIS R Y
IR FRA o
5.1.4.2 FIB K %

SHE ST PR A ) R 0 s i e 1) 55 AR SO 38 6 0 AR B K B &
5.1.4.3 bRt £ 1) 2

EI 0 v il e A 1 i 2% VR P DA B 8 R R T 16— R B ARt ARV (25mg - L
1.5 mg.L* 100mg. L™ 150mg. L™ 200mg . L™ 250mg . L™, 300 mg
Lt 350mg. Lt 400mg . L™, 450mg - L™ 500mg - L™, 5lERE .
DA s ik e 5 AR )V T AR 2 LR A b, BERE I B 2 LU R AA AR, 5 i MR e ik
B Am v il 28
5.1.4.4 #EHEE 5K % RS

43 FREL 0.05 g CRE i 22 0.000 2 o) A& fist [ oA A5 245 1~ 100 mL &&=
I FRIEE SRS « SERCH] 5 MR BEIRIAFEVA I, FH AR T VUK R 1 VM B
5 f5 ik

Sy AIFREL 0.1 g CR§H 42 0.000 2 g) MHmE R B AR FE A JF 25T 100 mL A&,
Fel 5 iR B A IR G RE ) D, Fike 10 f5HERE

FREX 0.1 g CFEHfiZ 0.000 2 @) JMHmEfE % 5 25T 100 mL &&=, Al 8 1
R TR GIFER B, ke 5 f5dkfe.

SR FH PR By 55 A R B8 7K ST B R i 58 R Vs YRR 20 PR R VA T 2 ) A 4
Br, THEUERG R

5.2 ER57e
5.2.1 ST

5.2.1.1 WAk FRSE
1E 5.1.3 M 4R, AR - FF I — PP TSR 1) % B s 1) 3 ‘B {00 s sl o 16D P e
Yy, SO R ABE. AROK RS T RESE AR R R R A G, WA 5-1.

-46-



T B RHOR S0 T A 1 S

C

0.404 d

0.354

0.304

0.254

0.204

3
0.154
a b

0104

0.054 i

0.00+

-0.054

-0.104

T T T T T T T T T
1.00 2.00 3.00 4.00 5 06 E.00 F.00 5.00 9.00

t/fin

B 5-1 JR-EaE R &5 H e it R
Fig. 5 - 1 The quantitative analysis chromatogram of nicosulfuron
a degradationl; b degradation2; c. nicosulfuron; d. dimethyl phthalate

TEULAIMT 26T, RERE (RIS R DU R e R e . B = e WA BR AR =40 1
2 YITE AR 1T HE, I B BRAE, (B2l TR 2 16 T e SAE
BAK, JLTA I,
5.2.1.2 tuillkKik£Eas R

0 v i e KR WL KA 237 nm, AR IR — H RN 226 nm, e 1
e A 6 4% 232 nm € &4 i AT (BT 5-2)

040

0354

YHBE 2372

3716
374 389.6

T T T T T T T T T
22000 240.00 260.00 260000 30000 F20.00 340.00 360.00 350.00
AT

B 5-2 JE-Ear[E b N AR 69 5 IO A
Fig. 5 - 2 The UV spectrum of nicosulfuron and dimethyl phthalate
a dimethyl phthalate; b nicosulfuron
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5.2.2 FEFHIE
5.2.2.1 &R
DU ik [ 5 A BRI AR 2 EE AdA R ERE BT R 22 EE mg/my ZEAT BT UE U152,
BN Y = 1.122 4 X +0.005 6, r=0.999 2. Mm%/ 25 ~500 mg - L™
L LR R R ArdERhZE LA 5 - 3.
35 r
3 |

25

As/Ai

0 0.5 1 1.5 2 2.5 3
Mms/mi

B 5 -3 JR-E 5547 F AR R
Fig.5 - 3 The standard curve of nicosulfuron
5.2.2.2 IS niE ke o
FH R LI 45 SR 5-1 15 RIS I3 RIS 99.79 %, ik BN
PR 99.84 %, HIFEE LIRSS KK 5-2 11545 RSD N 0.27 %, AMrik
ANECRTE 99.056 ~ 101.99 %2 7], RSD 4 0.86 %, LhPFRiEFZE .
R5-1 ST R R W e R

Tab. 5 - 1 The accuracy data of nicosulfuron

. ] I . R CIJ
b OSUIE/G O k=l
HmEms . B % /% e R . B KR 1% /%
Fortificate Fortificate
Sample No Recovery Mean re- Sample No Recovery Mean re-
amount amount
covery covery
1" 99.52 6" 100.05
2" 100.33 7" 99.87
3" 0.05 98.98 99.79 8" 0.1 100.11 99.84
4" 99.85 9" 100.09
5" 100.29 10" 99.12
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R 5 -2 MR R R R 2 B
Tab. 5 - 2 The precision data of nicosulfuron
S FEY%  PIEI%

S, RSD/%
Sample No. The contents  Means
1" 95.88
2" 95.83
3" 96.26
4* 96.14
4 95.86  0.2588  0.27
5 95.66
6" 95.94
7" 95.78
g" 95.42

5.3 Ih&E

A% BTy T M R R OB €L T TR O AT TR RSN 3
2 NP B MR T ErIE P BRI AR R T R, KK 232 nm,
BT IAAE 25 ~ 500 mg . L™t SR RO R RAF . IR IE RN T iR
99.79 %, K LA BTy 99.84 %, J7iET RSD 79 0.27 %.

-49-



W EE T I R 55k 577 (K 4040 5 3




R ks U2 e AT

BNE ERIETRRE 2R INZE & SCRU TS M 25 E] BN E R 52

P i e A — P B . WA SRR, TR A F I R FET 1990
FEHELER] . BT AE AR N 5 E B SRR (IR . FRE RS
FILE A R, BH IR0 A 2> R AR A KAF Z4 B0 TS, A H G5B AR 2RAEY) N
PP A RSO R R SR T R R i A YRR €A o AT v S
=, FEEMFRRN, BT R IR, ST S IR ) P AR
Wik, BetE N 32 LA v e UM, ) B SOURR N 5% %) 4 FH i 0% B YA i e 0 00 9% i =
Yy 2. T HAERCHEEHEI ST KT EFER, Sl IRt ] DL EL i
6.1 RI575%

6.1.1 {UEEMEHE

[7] 3.1.1
6. 1.2 RFFAR

P s bt [ bR v :99.18 % (D

R IR R FE G . 40FF 99.0 %, el CGREEM T Bkl AE R A FD;

KBS HEG: 401F 99.0 %, rAfrdl CRERFERAL AR R ),

WERR =G fh2pal CREE THRAFD:

WHERR =4 fE. fhapal (R THERAFD;

PIFRVETR: WRIE N 200 mg - Lt 25 B R FH S 1) 2 FRS VA
6.1.3 &M

ik Waters Symmetry Cg (150 mm %3.9 mm x5 um) ANEEHF:;
WA 287K (20 mmol . L™ B E+10 mmol . L™ F R4 )= 40:60(VIV);
FrEiR: 25 °C GREZRMUNAKT 2 C);

TRENARTEE: 0.8mL . min™; &S (99.995 %) Wi EHAML A

FEEE: 10 pL;

Rl K: 230 nm;

{REARTIA]: BEME %R 4.36 min, 5 H R FF K 5.85 min.

6.1. 4 BAIREESMURHEEIE ST

6.1.4.1 WARPIRIERR
7E 6.1.3 WM&, ol AXREEHRR PR, KRR PR, BEfR =K
B LSRR = KB VE N N ARt T 5, IR PR AT RO S R AR
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6.1.4.2 Frllp K I+
A PR PG 9 PR, ST PAY A 0 0 s P i 2 328 G T I K

6.1.4.3 ELSD Z¥flitk

[EE T M K EARAR, 1E 40~90 CIoE N TSR SRR, DMSKEEL N
fabr, HiE SEREREIRE.

[ e VAL IR 60 °C, #£ 0.069~0.24 MPa 35 BBl N 115 Z Ak #e b 2 < 0 [k
71, UMM AR, e mEMFZENSE A ETT.

[l 8 A2 B AL N 60 C, FAkdR R & 714 0.103 MPa, 1 60~90 %
T0 AU S S5 2R 0, DME R LE R AR AR, e s E A 200 . FFAE 1~1 000
YO PN A A I G A

6.1.4.4 FyriE 2R 2 )

6.1.4.4.1 PDA ik h £k i) 2

H T o Tk e s A i 25 8 FH PR B 8 VR R TR 1) — R SR HE TRV (25 mg - L
1.50mg .- L 100mg.L™? 150mg . L™ 200mg . L™, 250mg . L. 300 mg
.L? 350mg . L™ 400mg - L 450mg . L™ 500mg - LY, 2 SIERES T
DLSE MR I 45 SR 15 00 ok s Tl 2 5 PN R A e TR AR 2 L AR, JERE I B 2 B e
MARR, il ERE T P PDA ARl 28
6.1.4.4.2 ELSD #rik ih £ 1) 22

P s it A A v 5 25 VP 2 IS R R A — SR 9 b o TRV (25 mg - L7
50mg - L™ 100mg.L™ 150mg. L™ 200mg . L™ 250mg. L™ 300 mg
L 350mg . L™ 400mg - L2 450mg .- L™ 500mg - LY, 2 SIERES T
DL ELSD 3R15 [ BEms i e e AU AL bR, BERETR BB AL bR, 2] I sk o
ELSD #rf k.

6.1.4.5 LRI SR E RS

SRR 0.05 g CHITHZE 0.000 2 ) FHERBEFRFEREZS T 100 mL 26 H
o, PRI JEIEL 5 GG IR, I FRs S BTG
R 5 fiilbA.

S BIFR 0.1 g R 0.000 2 9) FEMEREE X HERIRZ T~ 100 mL %R,

FCH] 5 43 m ik A IR A G AR 1D, Rk 10 5306

FREX 0.1 g CF57H 42 0.000 2 g) P i 245 1 100 mL A&, Bl 8 4
R FERRRIA W GERER D, #ks 5 5 HEFE

X PR AR BB 7K A A P R T VORI 25 B RV T o0 A ERE b, TR

PRI BRI AERA B SR
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T SRR A AR L

6.2 ER5118
6.2.1 DHTEHHL

6.2.1.1 NIrYik#ELs
SHE T e ik o R A A 420 ) O B BN 1) R AR, IR BRI R IR R AR £
6 -1,

0.604
b c
0.504
0.404
< 0.304
g
I
0.204
a
0.104 l
0.00+
T T T T T T T T T T T T T
0.50 1.00 1.50 2.00 250 3.00 3.§D 4.00 4.50 5.00 5.80 .00 .50
t/min

B 6-1 BLEakie e o eitn

Fig. 6 - 1 The quantitative analysis chromatogram of amidosulfuron
a degradation1;b. amidosulfuron; c. methyl p - hydroxybenzoate

6.2.1.2 R K A5 B
WE 6 - 2 fion: 1E6.1.3 MIIT SR, 2K HR F S 28 /B K e Sy 227
nm, S 5 A ) 87 AR T S A 9 K A 230 nm.

120] 76 29

1.004 a

0.50

A/AU

060

0.40+

0.204

0.00+

T T T T T T T T T
210,00 220.00 230.00 240,00 250.00 260.00 270.00 280.00 290,00

Alnm

B 6-2 Bt-Eais 5K ¥ BT B /MR A

Fig. 6 - 2 The UV spectrum of amidosulfuron and methyl benzoate
a methyl p - hydroxybenzoate;b. amidosulfuron

6.2.1.3 ELSD ¥k
PIE e LY o Fe bR, & ELSD S ECNEREIRE 60 C, Fi2eTS
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i

J£77 0.103 MPa, *

500.00

pi

TE A 70 %, M35 200, G WL 6 -3,

700.004
£00.004
500.004

400,00

LS

300,004

200,004

100.00

0.00

ao0a 050 1.00 150 200 250 300 350 400 450 500 550 B.00 B50 700
t/min

B 6-3 BtEaks ELSD &% B
Fig. 6 - 3 Chromatograms of amidosulfuron obtained with ELSD
6.2.2 FHiEFHE
6.2.2.1 LALIENH]

PDA ZePEVu . DARRMEfRRE 5 A AR 48 H R R IR UG T AR 2 LE AJAG X BERE BT
B my/m; BEATRDATHEA, 52T Y = 1.104 2 X +0.015 2, r=0.999 9.
BhmE /T 25 ~500 mg - L ORI Nt R RAF. brdEdhzk WK 6 - 4.

35
3 |
25

2

As/Ai

1.5

1

0.5

0 0.5 1 1.5 2 2.5 3
ms/mi
B 6-4 Bt-Eags PDA A7/ d 4%
Fig. 6 - 4 The PDA standard curve of amidosulfuron
ELSD ZAEJEH . BEmrrkfg i A St e i R R R, BEMTTHENY =
2918.856 X - 2319 548.767, r=0.9865. 7t 1000 ~5000 pg i [H A, FfmsfsfE o
BEHIEHMNRLMER R, AT ERERERIE . brdEhZ LI 6 - 5.
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R ks U2 e AT

14
12 ¢
10 ¢

AX10°

o D BB O

1000 2000 3000 4000 5000
m/ ug
B 6-5 BL-E A% ELSD 47/ th &
Fig. 6 - 5 The standard curve of amidosulfuron obtained with ELSD

6.2.2.2 ¥ 0 et £ R

FH VR BE 0 45 SR 3R 6-1 19 MIRIREEAR I T3 BRI 20 99.43 %, Sk LV
SRR 99.37 %, AMRIETE 98.86 ~ 101.19 %2 17]; HIFS R4 B (£
6 - 2) 1515 JEZG & &N 96.17 %, N ARVZE RSD 4 0.85 %, #MRiZ: RSD 4 0.94 %.

ELSD il 83 A B AR T35 RIS 3 99.47 %, =ik BEVR DT 34 [IW 3 R
100.36 %, RSD 4 2.59 %, J7iEAMERAE 5AMREM Y, KEEZE L, HIYA
PRI

R 6- 1 Bhmm v B W e B

Tab. 6 - 1 The accuracy data of amidosulfuron

. S5 E R . F35 W
b SOIE/G e TRIME/
RS . B K2R /1% /% Fmgs . E &% 1%
Fortificate Fortificate
Sample No Recovery Mean re- Sample No Recovery  Mean re-
amount amount
covery covery
1" 100.50 6" 99.05
2" 98.33 7" 100.47
3* 0.05 100.29 99.43 8" 0.1 98.11 99.37
4* 98.85 9* 100.09
5* 99.19 10" 99.12

R 6 -2 BRMERRFENS 3R e 2R
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Tab. 6 - 2 The precision data of amidosulfuron
S FE%  FHEI%

S,  RSD/%
Sample No. The contents  Means
1" 96.26
2" 96.49
3" 95.53
4* 95.95
P 96.17  0.8168 0.85
5 94.70
6" 97.49
7" 96.47
8" 96.50

6.3 INGE

AEE LT R OB Bl - AR BB S 7 RO AR ARG U s U R P e e 1)
ik, EERFRFEEANEY, K 230 nm,  16777:4E 25 ~ 500 mg
CLMEE A, PDA RRrERIZE T RE A Y = 1.104 2 X +0.015 2, r=0.999 9; ELSD
PR i 7R Y = 2 918.856 X - 2 319 548.767, r=0.986 5. PFRIEMCIKEAN
SF I ER 99.43 %, KL EIGE 99.37 %, THEEA &8k
96.17 %, RSD 4 0.85 %; #Mwik[EIHAE 98.86 ~ 101.19 %2 [H]; RSD A4 0.94 %;
ELSD £ I # KWK FEAR 0~ 3 U Ry 99.47 %, Sl FE N~ R A
100.36 %, RSD N 2.59 %, J7VE#EWHEL S5HMREM Y, FEEEE L, HIAm
MR
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B BRI AR 66 3
FLtE CRBEEEHESRASIENNE

LA B E AR R E AR IR, HPFHE TR, EEH TP
BRZKAE H T A RIS R R R . M FHED . BRI W N R LR FHEH
SEAR A, HET DASKAE P AR 155400% hm?. 2009 4 5 4 FI 55 B2 5]k 1
JTRARGA TR R . WHLZRAVEM R PR A 7] AR SR 245 10 5 2R 6T
2009 4 6 HEit I, e s IR 25 Lk PR Al B S M ik e SR, ORI
A SE A TR . O SCERIRE TSR IS 7K AR R I SRR e O L oy
B9, TS 26 FE 2B AR T 1K) 53 B8 LA B R 25 B i A Ra e k™). A 25 76 W i 2,
AU AT AR M VA R PP VAR R il b, BT RL I AR E BT TV, BRI
AT S R AT S

7.1 MRl 5 Rk
7.1.1 (UBEFEE
[[] 3.1.1

7.1.2 RFIFAER
CRREERREE: 99.35 % (H D
NFRVETR: WRIEZ)9 100 mg - L™ 41858 — IR — IS (1) R vk
4[F 4.1.2

7.1.3 RHEBEDTEE

ik Waters Symmetry Cg (150 mm %3.9 mm x5 um) ANEEHF:;

THNH: ZHE: K (20 mmol - L™ HIER+10 mmol - L™ FER#E) = 55:45 (VIV);

FEiR: 25 °C GREZRMUNAKT 2 C);

TESFIVE: 0.8mL - min™, K (99.995 %) Mt Hif i s

JEEE: 10 pl;

Rl K 222 nm;

PREARS R AR2K —HER —WBEZ) 3.12 min, L% M#F£Z) 5.34 min.,
7.1.4 REREILE

PRI — € o & (1) JR 25 N3 250 mL B, FFInA 100 mL 7, i ek A
WeHRY 30 min. FRE, 7822 CHKMHT, S8, BUSH, WA EMAEUE H &R
WA BT, WSRNDE s, HEENEHE.
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7.1.5 REBEDTFEHMML

7.1.5.1 NErik$

[ SE R ENA Z5 :7Kk (& 10 mmol - L™ g%, 20 mmol . L™ HIfiR) =55:45
(VIV), iy 0.8mL - min™, ZUEFEHERERE )y 200 mg - L2, 43 53 %
FREIEHRRAEE. KPR APOE IR W ER. A HR AR, AR
HR — T B S0t £ S ARV T A T I 52, S BRI AR o
7.1.5.2 fr Il £

SHE PN bR 2 S8k I D 3 B 1 % i 7 {32 A 98 K

7.1.5.3 bRtk i 2k i 2z il

W 2SR B A 2% VU FH AR TS VBOR BE TBC 16— R A FR i ARSI (25 mg - L
1.50mg.L* 100mg . L™t 150mg. L™ 200mg . L™ 250mg . L™, 300 mg
Lt 350mg . LM 400mg - L 450mg . L™ 500mg . L™, iR .
DL RS 5 AR BRI B 2 LA A bR, W T AR 2 LR AL KR, 2] £ 5k
B Am i il 2k o
7.1.5.4 K5 % 5 5w a5

S HIFREL 0.05 g CREHAEZE 0.000 2 g) Z %M 4l T 100 mL &M+, H
WARETRE RS « il 5 M KIR FEER IR, H AR TR 10 F5EFE

3 FRE 0.1 g RG22 0.000 2 g) £ AU FEARFE A4 5 T 100 mL A=,
H PIFRIEE SRS« FLH 5t S B IR G FE R B TR R,

FREX 0.2 g 742 0.000 2 9) L RBEBEARFERTE 25T 100 mL &+, 3t
e 8 fs % LV, FH N ARTETROMRE 10 bR, THE AR L

7.2 HR5TE
7.2.1 BEERBRER

X T AU I A LT PR R R R OR WLAROE , AT T L SRR I T
FERGIE « H3R 7-1 P ol WL £ AR AL /K P (A AR FERE. pH AR A0 18 T I 25 1
R B R AR 0.3 % o AEA LA T T 8 B AN K, 72 DU ZEUR R T 4074 3.7 %
ZARBE W] Z ISR MR RN, AR R IR IEOR . LR AE TR P A R L)
NOHETH 2 48, QR P EEARE AT UK BAR A, (Hi 2.1.3 ¥51ik
e Al R IR SIS IR BT AR F R R A D, B LR TR BLAC, e2 A7
JUARE-EE 4 ho
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Tab.7 - 1 The solubility data of ethoxysulfuron (22 C)

el MIFIYRBE Saturation Concentration /mg . L™ S
Solvents 1 of 3 Means/mg - L™
/K pH 5 41.84 34.89 34.81 37.33
KpHT 305.84 312.64 309.46 309.31
/K pH 8 2152 2 164 2209 2175

A i 11 709 11 795 11 388 11 631

LI 5760 5992 5904 5885

LE 5232 5210 5227 5223

A i 16 310 16 171 16 234 16 238
LR TR 14 227 13732 13 397 13785
IR 36 979 37901 36 979 37 286

7.2.2 MR

7.2.2.1 NERYIEFS R

fE 7.1.3 WMokt T, SRR NS, 2K F R R R R A s, 46
KHIR OB CERERE TOE TR A B, AR T HR T MR OR B I ] L 2 S
B, P DG FAR R — W IR — R i £ VR B 1 N AR (LI 7-10 6

0.704 c d
0,504
0.504
0.404
o)
< 020
Py a b
0.204
0404 l l
0.004
010
0.20 T T T T T T T T T T T T
0.50 100 1.50 200 2.50 3.00 3.50 400 450 500 5.50 B0
t/min

B7-1 CAHERENATEIER
Fig. 7 - 1 The quantitative analysis chromatogram of ethoxysulfuron
a. degradationl; b. degradation2; c. dimethyl phthalate; d. ethoxysulfuron
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7.2.2.2 FaPPE Kk R
W 7-2 fra: ARZK T H R L H R R SR A KIS N 224 nm, LA RE
A 237 nm, ST A ) e AR B 222 nm AAS I K

1.004

0.90

0.504

0.704

0604

A/AU

' 050
.40
030
020

010+

0,00

T T T T T T T T T
21000 22000 23000 24000 25000 260.00 27000 28000 29000
Alnm

B 7-2 CAMMESARR T ER —F &5 % sh BB
Fig. 7 - 2 The UV spectrum of ethoxysulfuron and dimethyl phthalate
a. dimethyl phthalate; b. ethoxysulfuron

7.2.3 FEEHE

7.2.3.1 Ztval
DL AR R 5 N AR I T AR 22 L A/ ACKERE B B2 LG myg/ my EAT R THEE,
BT RE N Y =0.760 6 X +0.006 4, r=0.999 8. Z %A fHE(E 25~500mg - L™
TR 2K R R T, bRl 2k LA 7-3.
4
35
3
25
2
15
1
0.5
0

As/Ai

0 05 1 15 2 25 3 35 4 45 5
ms/mi
B 7-3 TRAMESH R ARE &
Fig. 7 - 3 The standard curve of ethoxysulfuron
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7.2.3.2 WERRE 5K RS AR 4
FH R P ARG 4 SRR 7-2 15 WARTAIRIR I RIc% N 99.09 %, =ik

FEARIEA EISCR g 99.38 %, AMRIEARINIEII R AE 98.72 ~ 102.04 %16 Hl 2 P ;

HRES 2 P I IG 4 SRR 7-3 TF AR AR 77 RSD N 0.46 %, B RALT /Mm%

1.23 %,
R 7 -2 LEBFERERE N EHIE
Tab. 7 - 2 The accuracy data of ethoxysulfuron
. S E R . P E W
pRme VRO pee 0 mEsE PR mwse
Fortificate Fortificate
Sample No unt Recovery Mean re- Sample No unt Recovery Mean re-
covery covery
17 98.55 6" 99.10
2" 99.82 7" 98.09
3" 0.05 97.69 99.09 8" 0.1 100.26 99.38
4 97.91 9* 98.03
5* 101.50 10 101.44
R 7 -3 LERBERENREE N 2R
Tab. 7 - 3 The precision data of ethoxysulfuron
s EBIn PFHEY% . RSDI%
Sample No. The contents Means

1" 95.50

2" 95.81

3* 95.13

4" 95.19

. 95.17 04357 0.46

5 95.45

6" 94.36

7" 94.95

8" 95.01

7.3 INgE

AR FARIE R FH VA (vl e T A e WIS AR AR . LLERI S
SRR 4 S OARRUE, AR T H R IR A I ARY, SR R AR B R R AT
T AR R, BT ARMEREETEE N 25 ~ 500 mg - LY, MR RKr =
0.999 8; RIKFEAINEINE A 99.00 %, FiFEAN 99.38 %, 77k RSD A4 0.46 %,

BT AR
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2

1 SR EL L. OGNS ST e be . BEmimkie . £ 5 R 2518
afi, L FIEAREA R 24T A F) 99 b by P (iR B Al B b, #
WTEERE A LB VER I, EVESEE 3 FhBRFEF i R h AR R AR A A8 AL, T
FRYA — 320 5 4l o s Ff % Sy 99.12 % BEWSH %y 99.18 %. Z A MFE N
99.35 %. X LLali i n] F T BRI AR O AR, IR HAREY) B 2E E T
Fefl

2 RIGIAT T e BEIE RS R B R R . MR A . 2 SRR 1 R A
CLAMGIE . EREIEIRPOE . TS, X B AT A g T R 2R BRI
FEAE. BHH T RN YE Ry 235~245 nm,  ZLANBO AR ARG Ry 4 4R T
I (1720 cm ™. 1600 cm ™ XU, 1360 cm ™. 1200 cm XA M A%
LR P S T S AR, TS FREAE B TRE R miz 182,

3 JELN R . TR R . LSRR RO S IR B AT NI T, B T N
T T JOR 248 o 79 v A Bl v e B I B R A 2% i o I Ce MR MBS A, &
EIK RVREIAE, 20 mmol . LY HER. 10 mmol - L L B IR, B T
TR B PSR B R, SRR T B E bR A T T EE B R BRI JE .

4 PRAGERE T % B A E RN R, JREE R SRR R PG, T i o
BEHIE, CAmERE/ANR IR W, TR 7 NAREEE. 5T 3 Tk
BHE BN TR R TG . ERE SRS . £ 25 ~500mg - LTYE
BBl N e 1 AH O R B K T 0.999 0, #EMREZAE 99.09 ~ 99.84 % [f], F5#FEAE
0.27 ~ 0.85 %[, WARMEREEH T 5258 il .

5 B RIS T B 5 R 24 1) v SSGRRE € o b vk, FRAE SR SR A T AE it
PTG RSB T P2 ELSD W5E /i, 7k 5 AMRIEM M, K
HER .

6 B RATFHRIE T R SN E O A BEEE AR pH EAKF. HEE. 48, &
5 DUERIE R 28 S FR IS AR, R HARAE ST T2 BE 25 ds
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W% 4 1A FEL AR H 3R
ADI Acceptable Daily Intake HAEV RN E
CAC Codex Alimentarius Commission E PR & iE R R
BC-NMR 3C Nuclear Magnetic Resonance Spectroscopy %R FtHR Rk
CZE Capillary Zone Electrophoresis FBYHE HIK
d Day N
ELISA Enzyme-Linked Immunosorbent Assay il 1% e
ELSD Evaporative Light Scattering Detector 28R G o il &
FAO Lr;?telijo;it?on:s Agriculture Organization of the I 2 [RS8 M 2L 2
GC Gas Chromatogram or Gas Chromatography SR L AR
GoECD o fr*;:”:aa;fugrgazztﬁcmr R R e PRt 1P
GC-MS Gas Chromatography-Mass Spectrograph TR A
GO M e araoh I -
h hour AN
hm? Hectare Nl
'H-NMR 'H Nuclear Magnetic Resonance Spectroscopy I 3R A%
HPLC High performance liquid chromatography T A T
LC-MS Liquid Chromatography-Mass Spectrograph TR Ea R - i B B VX
LC-MS-MS #;%'edmChl\zloar::;ogjﬁgraph AT €0 - R D R A
LDso Median lethal dose ;AL =
MRLs Maximum Residue Limits SN 5
NMR Nuclear Magnetic Resonance Spectroscopy W FEHR P 1Y
PDA Photo Diode Array Detector AR MR ARSI 2
RSD Relative Standard Deviation FEXS BR1HE i 22
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