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Abstract

A method for separation and quantitative analysis of Metribuzin Rimsulfuron Clethodim by HPLC
with methanol, acetonitrile and 0.5% acetic acid solution as mobile phase, CAPCELL PAK-C18, 150
mm * 4.6 mm (i,d), 5 pm column and UV at 254 nm wavelength was described. The result showed
that the standard deviations were 0.0472, 0.0296 and 0.0191, the variation coefficients were
0.3903%- 0.9575% and 0.1472%, the average recoveries were 100.1%. 100.1% and 100.0%, the
linear correlation coefficients were 0.9998, 1.0000 and 1.0000.
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150 mm * 4.6 mm (i,d). 5 pmAERFIABERERKS RS NEE, £254 nmPFE KT EBEER.
B RS BRI S ], AR ES B150.0472 0.0296710.0191, 255 & H571250.3903%-
0.9575%#10.1472%, SFH FEI Y43 H)289100.12%- 100.10%F1100.03%, £ A0 R ¥4 7190.9998.
1.0000#11.0000.
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1. 518

R, HEC A FR Metribuzin, fL2EZAFR: 4-FFE-6-(1,1- 3k 2, 3E5)-3- I E-1,2,4- = BE-5- DU S i,
1971 SEPFREEFH AR G AL EHT AT D82, HlE. i, 5. ik ey b i m 2
FEMRAFIERIE o« BB Fi 1) 43 A7 77 1R AL HE 550 0 A A B B 20 A, 5 B 40 i B A AR €3 0 A VA £
WA, TR R A AR G T RGE 2] DA EERE, S SCAFR Rimsulfuron, fhAEAAFR: N-(((4,6-—
FH A - 2- s g R ) S i) Bl Ik ) - 3- (£ B skt ik )- 2- ML e e B i s Ao, 2 3B AL A =) T 20 40 80 4F
A A 5 T 2 B Th BRI S B 70 R, 1997 AR AE TR B VE MM N 62K 5 B B0 T U e 18
IR R R B EE R Ak RERSSIE A, R M E M ORI BRER: M EEA[3]/235E Chevron {4,
2NaE] 1987 AFEFF R BN OB ER R BR B P S o M REEA D ZE N BRRR, R—RhE A A mE R
ACCase #lIfil 7], X T REZE—FEMZEAERRAFEREARR, ST ED %4 . =F SR
B o BRERARE o B EIE RN T O ER WA TG, ASCEAL TR A AS AT, FAS
BGIGR L o P B B RN A IR vk . VR R PR, VA
2. SKHEERSY
2.1, WFIFLER

FfE. i, 8. filkal; K. Bl IRFEEK; VKLRR(=99.5%): #rdli; WEEEdbrke: &
HIT R ST 40 98.8% (I AR 2 i R M BHAG IR P ty) . IRIR R ARAE: O 0T &R 2040 98.5% (1B A 24 Fi =
BRI L) A ER A AR AR E % 99.1% (B AR 25 B W B I hty); 28% R EER M I
R BV A RE i (R LR A 12.0%, BRBSE E  f 3.0%, 5 FEEA S R 13.0%, H S AR A PR A FT L) 5
Shimadzu LC-20A = 808 AH (i 4, AT AT AR I i FE A M %5 Shimadzu LC-Solution i
TAFuS; fiftE: CAPCELL PAK-C18. W3¢ 5 um IEE} 150 nm * 4.6 mm (i,d) AN EENAE; i yEds: JEEFL
£ 0.45 um, AE 240 HT7-KF; SK3200LH 7Y/ 3 1R 25 -

2.2. WHEGERIERN

WENAH: W (PR 285 0.5%VK ZRVAW = 30:25:45; Jiiid: 1.0 mL/min; ¥EiE: 25°C; Hiigk.
254 nm; HEFEE: Spul; {REAES A R 4.6 min; BAMERERE 5.6 ming J7 AR 14.7 min (01 1. 14 2)).
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Figure 1. Metribuzin rimsulfuron clethodim standard sample chromatogram
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Figure 2. Rimsulfuron metribuzin clethodim 28% suspension concentrates sample chromatogram
[E 2. MREEHEN - W% - IHEER 28%25F 5 HPLC 1&E

23. MESE

2.3.1. FREERRECH!

FREX 0.01 g AN R bR FECRS A 2 0.00002 g). 0.04 g MR R ERFRFE (K57 2 0.0002 g) Al 0.05 g % & i 48
AR 4 0.0002 g), BT 50 mL REREF, A 1 mL 7K(0.5%K £ &) {4 I H e #h s i,
LIEMBRZIRE, BARG M 10min, HEEE=E, HIBHMEZIE, 5, &H.

2.3.2. IEERAECH)
FREURFE 0.35 g 245 (K5 22 0.0002 @), B T 50 mL B ZEA B, I Z IS5, 8 IR < 10 min,
FEEEER, AOBIMNEZE, BG4 0.45 um ALt st g, &/ .

2.3.3. Mz

TE FREAERAME T, FrACERIEAAE S, B UEARREVEI,  F B & B AGT  BE A Y B, A AH <
PREF IR ARG e AR AR /N T 1.5%, FEIEPRAEVE M. SRR IFRVA R AR I JEA T 05
234. HE

H DA TP B R AT DA RV YU J TP A A Vs R o T s il il e ) s s 4 P U [ ARUEA T
B TR F B IS Tk [ o0 2 O 70 B X (%), A% VAL I SR 0 B X (%) 4% ()15
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3. BEREITL
3.1. BiEKHERE

IS Byidt SPD-M20A = RGHAR C il A G 1 B K AR e, SRAGER BN L AU il oA AR s 2l 1Y) 55 b
KRB @E 3. B 4, [#5), EHRT UF I SR R KOO K AE 217 nm FE, £ 295 nm 4b
AT BRI AR Tk o e KR AL K 7E 199 nm BHIEE,  7E 229 nm BEE B AT B R FWR s 4 i o K
WS CTE 196 nm FfHifT, 7E 256 nm Bt A BRI, BT B A 38 7707E 190 nm~220 nm 2 5
KGO TP TP, G = FH W KA 0L, B e A 5 i I K8 254 nm. a3k k205 I )
CAPCELL PAK-C18 SehHAE, W MRrae . s fisk [ A0 AR B MR A it FH PP v AR ) 0 EL R HERE RIS 4 /)
IFy 8 /NI FEHERE, R B FER AR B R R B 4 /N 8 /N b S TR AR BH R AR, AT AR N L BR
TGN FIRERI VR ISR RN AT BRI 4 /N 8 /NI, 24 /N o R BRI BRI 7E 2
R RIS L, BRI I BN EE . 2B 0.5%0K LR /AK ST KR sh A% AN A B il 7E 6
WA AT, RAWE A v (FEE: 20 7K) = 30:25:45, fEVE 1.0 mL/min i, %44 2085
1FE) TR B, IR
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Figure 3. Ultraviolet wavelength scanning chart of metribuzin
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Figure 4. Ultraviolet wavelength scanning chart of rimsulfuron
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Figure 5. Ultraviolet wavelength scanning chart of clethodim
B 5. HEEREINRYBIEE

32. SEREERR

HERA N [A) — 28% MR B[ < RME I Bt i &7 77 7 At PR B SRR i, 72 BB BT AR S5 A R 3B AT 20 #
U5 F R BT R R b ff 22 62031 9 0.0472, 0.0296 A10.0191 (W 1. % 2. 4 3).
Table 1. Results of precision test of analysis method

*® 1 DNAEEREERESR

2T 1 2 3 4 5 F 4 1E (%) i i 22 2 5 2 H(%)
WS HE I 53 4 (%) 1215 1213 1207  12.04 12.06 12.09 0.0472 0.39
Table 2. Results of precision test of analysis method
® 2. DNFEREREREER
oTRe) 1 2 3 4 5 T H{H (%) Bt 2 A 5 R HU(%)
TR 73 40(%) 3.07 3.12 3.07 3.07 3.13 3.09 0.0296 0.96
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Table 3. Results of precision test of analysis method

3. DINHEEREERES

i 1 2 3 4 5 FHIE (%) FrifE R 2 A5 5 R (%)
I HETR 73 50 (%) 12.98 13.01 12.97 12.98 12.96 12.98 0.0191 0.15

3.3. A ERERE RN

FE LR B R PN — S R R R O i R A S R SR PR VAL AR R AR Tt
AT o00T, MEAHMECR, 4R % 4,

Table 4. Test results of accuracy of analysis method

F 4 DRFEEREIRIGER

s pe wERERmY PR ey gy kEGe T ebor
1 346.1 46.39 46.40 100.02
2 3473 46.53 46.62 100.19
I 2
(RFE B & &= 3 346.8 451 46.47 46.52 100.11 100.1
12.1%)
4 3471 46.51 46.60 100.19
5 346.5 46.44 46.50 100.13
1 346.1 11.90 11.91 100.08
2 3473 11.94 11.96 100.17
B Bk e
GRARE O 0 i 3 346.8 1.17 11.92 11.90 99.83 100.1
3.1%)
4 3471 11.93 11.95 100.17
5 346.5 11.91 11.92 100.08
1 346.1 50.16 50.15 99.98
2 3473 50.29 50.30 100.02
A0 B
(e e s & 3 346.8 5.14 50.22 50.23 100.02 100.0
13.0%)
4 3471 50.26 50.29 100.06
5 346.5 50.18 50.22 100.08

3.4. X RHIZAME

W 3.3.1 HHECHI AR RAE FIR B R SR NIEAT 20, R IR E S, B RARERI AT bRFr I
BUHXT2E0<1.2%, XS UEFRAEEERE 20 B L uly 3 ply 5 b 7 pl 9 pL BEATHERE, JELAR ik
FERFAS B 2 BPATHERE, /WIS AR, DA AR (mAU) ISR, IR EE (MglpL) kAL bR, 43 il45 2
IR B . A B A AT SR A 2R P [R5 FEA Y = 752593x —13716 (5] 6)+ y =1768031.6996x + 2393.0750
(& 7)F1 y = 375537.3557x —18547.6000 (/] 8)HH5% A%k R? 4354 0.9998. 1.0000 A1 1.0000.
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Figure 6. Standard curve of metribuzin
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Figure 7. Standard curve of rimsulfuron
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Figure 8. Standard curve of clethodim
E 8. IHE R L
4. &&ig
AR5 2 RE ) IS 00 5 W ] KL e AT A I ) o 0 B8, ELPT R 4120 4E 18 min A B 5E 4 H U
ToARVERZ R E5 RAR WY, AT S R B L B R i R ) i A2 S A R AT R AR b, R R E
#ER, EENELE, HTEEER, LMK RRLEF, BAERESR R, RBOVEARR T A,
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