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BRREER 4K, AN (1) 34- " FILEERE, (2) 3,4- - FIEGUE
MLk (3) 3.4- - HIREIR G ML .

1.4.4.1 3,4- W EEHE ik 2

34-FUARTM AR LL 3,4-— FULIRMENBURE, 20546, FEALL SRR
fRRRE, 3B H AR N- (1-ZIERHE) -2,6- i dE-3.4-— R, L
1-14.
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OCH, NHCH(C,Hs),

NO, O,N NO,
_HNO,/H,SO, | gCHShSOd HNCH(C,Hs),
CH; CH;

CH; CH,

E 1-14 34-—FREEBHRE

1.4.4.1.1 5k} 3,4- " BRI 0 6 K
DAAR = FR RN JEORFZ AL L B RMT . 280845 3 H kR, WK 1-15.

SO;H SO;Na

ONa OH
_ H80, _NaOH _NaOH _ HCI
CH, CH, CH;
CH, CH,

& 1-15 4P_BEEE K 3.4-— R EKE

CH,

1.4.4.1.2 a4k 3,4- " H L2, 6- A IEAR G 1A Rk
WA 3,4- T FIRE-2,6- RS FEA TR B 3,4 B LR AN AL 1S 3 1y )

WAL 1-16.
OH OH
O,N NO,
HNO,/H,SO,
CH, CH
CH, CH,

B 1-16 HiEfk 3,4-ZHRE-2,6-“iHEXEIRI S K

X

1.4.4.1.3 pajfk 3,4- " FIE-2, 6-fil FE AR F Rk ) K
PL 3,4- - HI3E-2,6- AHFEAEY N JRURE,  FHBRER — W e e 315 3 H AR =4
BU s i L 1-17.
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OH OCH,
O,N NO, ON NO,
(CH,),80, )

CH, CHj,
CH, CH,

B 1-17 HE{k 3 4-ZRE-26- “IHEFHBAE K
br 7 HBRER — F Bebe et 3,4- - H HE-2, 6-tHFE K Hr 4, Schanen Joseph 55 A
KA S ki A A A e Ak 70, WHUS T 84 R Rk .

1.4.4.1.4 N- (1-ZFEHNHL) 2,6-AfFE-3,4- - F REFR L1 A5 ik
3.4- " HIRE-2,6- ALK Rk S L e R AR S I N AR G H bR A ) N-(1-4
FEPHE)-2,6- Al HE-3,4- I EEEEY, i W 1-18.

OCH, NH,CH(C,Hs),
O,N NO, ON NO,
H,NCH(C,H,),
CH, CH,
CH, CH,

B 1-18 N- (1-ZERAE) -2,6-“FHE-34-“HEFRE MR

1.4.4.2 34- HREGUAR IR 2

3,4- T HIRLGUARHE 26 08 DL 3,4- LSRN ROk, RS FSERZEURAS B H
PRI N- (1-LFEH I -2,6- Ai3E-3,4- —HREIRNE, R AL 1-19.

cl cl NHCN(CH,CH,),
O,N NO, O,N NO,
—HNO, _ H,NCH(CH,CH,), _
CH, CH;4 CH,
CH,
CH, CH,

E1-19 34-—HEGFEKRLE



F1E # #®

1.4.4.2.1. J5okl 3,4 - LSR5 ik

b A= B AT 9B G SR T VR LR RO JgUR 22 SA A3 31 1Y, AR
A NI R W] A3 kg ELRE RN () P Al
(1) H#Ek

B DA TR T /B RR A VA 70, O SRIRAES A g SR A1), S &8 — R 2RA5 3 3,
4- RGP, v A P 1420,

Cl
Ca(ClO),
Ac,0/AcOH
CH3 CH3
CH CH;,

B 120 BEASHK34-—HEIE

TEHPEA I 3,4- T HIEGURMY SN, SRR T IRGRES, En LI E
%m%%,WNMwwa%mm,%mwmmwmvmﬁﬁu:%%ﬁ\m\
AVERAL A, AEEA AR, SR EE SRR R NG 3.4- TR
AR 2,3- " HEEGUR A K, HAL A 60%~85%.

(2) [l

1205 1% R AR — PR R R GO R S N A i 3,4 SRR A, 4k SR
RiFFE] 3,4- " FIEGURPY, M ALK 1-21.

S0,0

_HSO,C1 cl,
T CHCL,
c C o,

B 121 [EEEEH34-ZHERE
1.4.4.2.2 ik 3,4- 7 HIE-2,6- AFFEGUA I A R
3,4- ISR BB R AL S AR B, SOV LI 1-22, T VE RAT IR GF
) AL A7
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Cl Cl

O,N NO,
HNOyH,S0,

CH, CH,
CH, CH,

F1-22 34-—BHE26-“HESFHESHREM
1.4.42.3 N- (1-ZHEHEL) -2,6- il 2E-3,4- - F L [l 18 45 il
3,4- " HE-2,6- THHBESUR 5 L R AR S N AS B H BRPE ) N-(1- 45
HE)-2,6- R HE-3,4- LAY, R A LI 1-23.
Cl NHCN(CH,CH;),
O,N NO, ON NO,
H,NCH(CH,CH,),

CH, CH,

CH, CH,

B 1-23 N- (1-ZERE) 2,6-"HE-34- " HEXRHSHEER
1.4.4.3  3.4-HUELORGH 2&

3,4- RO ) 3- R 4 A AR B, 7E PYC HEALTIAFAE T &8 SR
e, RN, HITRBAL IZBACRIZ RS IR R, OV LR 1-24

NH, NHCH(CH,CH;), NHCH(CH,CH,),
i H HNO > N02
2
—_—
+ C,HLCC,H,
Pt/C

CH, CH, CH,

CH, CH;4 CH,

B 1-24 34-"HREFEIRKE

1.4.4.3.1. J5UR} 3,4- 7 FEIEIRIL (1) 45 ik

3,4- IR AR B RO A AL Toh a4k, RLEE 20 tE4D 20 RAR, RZ2AL
S TARZ BN LG kAT 7 OREWEI, PR TIRZ B 07 . A K3
BRI, F LR R IR AR 4y, F A BUR LA 2.



H1E 4
(1) 3,4~ F LR AR #h vk o)
¥ 3.4- " HIEORRERR AR G, BN, 4, B0 SEIERIME 120-125 °C, 10.13
Mpa F, W KMEARST 3,4- RN, WL 88.1%. IXFJ7 vk F2AE
HSEEG FE A . RN 1-25.

SO,Na NH,

+  NaNH,

CH CH,

CH, CH,

B 1-25 34-"FREFWEEE
(2) 34- " HIHEIR COH
Y ERRRFR NG . K BHFRBRA F R INAAE 40 C AW ERb g, A 3,4- L
RO TAHEPEER 2 hy, BIAKPE G, HAamBEELS A PREL, 152
RWFRAE 120 CLRIE 15 min BIAKPILIE, HOREESSA A2, 2 55
BilR, CBERIA 1.5h, Wbs, FI ZEEAEHG, Tl srmybge, o
J5URE 3,4- " IR AWK, ik, R ARIE. 3R M anE 1-26

CH,
NHCOCH,

COCH, C=NOH
NH,0H.HC] e AL H;O - + CH;COOH
S04
2
CH,

1-26 34-“HEXZHZEERREZN
(3) XA AL F RV
XA AL AR SR A, R0, e R ME—, oAl e, HR
JA U Rk pl A 12, s 1-27.
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NO, NH2

NO,
(CICH,),0 _HNL
CH,CI CHj,
CH,

CH,4 CH,

B 127 MNHEREEERENK
(4) 4-JR4% — FIR A2
4-J5L40 R R UG S 28% K RV GUAL I 4 S A 3,4- IR
o IR T, AR FOCHRIE s BT 4-3040 R AR
3,4- WA, W RNAEL T FRAFATH, HReE N — Ml =Tkt 2
%o HpowanE 1-28.

Br NH,
Cu
CH, CH;
CH, CH,

1-28 4RGP _BARBRWEESHER
(5) 48— W R A
B _HAAE AICL 55 Lewis HEALAIAFAE T S FEMIG-O-B R S v, £33 3,4-
TUREEIRNG, IXAEAR 3,4- T F L R e ] L 00T, HIBCR R, FH
2,3 Fi1 3,4- RSSO , 73 B IR AE, FF AN RESE bR N o S B 1-29.
NH,

NH,
AlCI, .\

+ H,NOSOH ———

CH, CH, CH;

CH, CH, CH;

& 1-29 {P_HFEBEZFRWEZEHRREMNI
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B 3,4- " HARRHIERTE R B . BRASHEALRIAEAE N H AU J
1308, 3R R L 1-30,
NO, NH,
FeCl/C,H;OH _
NH,NH, H,0
CH, CH;
CH, CH,

1-30 34-—HREMFETEGHRMN
HAug P A 2007k, REGTLA A LUR LS (1) = ARSI
(2) =ZHEhERE (3D DUSIIAGE -S54 R),  F Ho B R AT A R
R s, VAR R e =D

14432 N- (1-ZI3EHHE) -3,4- FIEEZRNE 1) 45 Ik

3,4- RGO 3R IR F R R AR Leuckart [V B L R
AT : Ho/Pd-C WL LA . HIIREE . b Sl R0 Al 4y 3 Ji 5]
IR 90%, Hy/Pd-C Jy i J5i FIIS ISR 100%, LA H R 4 i J5 51 0 JC % 11 STk
AE B sy, AEg Eafdr. VaCE 1-31.

NH, NHCH(CH,CH;),

CH,

CH, CH,

B 1-31 34-"“BRERREERINR
1.4.4.3.3 N- (1-ZIEHRIL) -2,6-hi5E-3,4- HF FEIKL L (1 75 1k
75 3,4- ST b HARF=H) N- (1-ZIERNEE) -2,6- i 3E-3,4 3L
ARG A e HARA N- (1-ZFE 3D -3,4- RIS R0 . FERSALBT B AT
LR RER R AR R A I R vk o SR 132,

20
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NO
|
NHCH(CH,CH;), NHCH(CH,CH,), NCH(CH,CH;,),
ON NO, O,N NO,
itk -
CH, CH, CH;,
CH, CH, CHy

1-32 N-(1-ZEAFE)-2,6- ZHE34-—RHEFXRHEH AR
1.5 AR R N E & E 9T

1.5.1  H R R WA

W UK 2 (pendimethalin) 1973 4 H 58 [ {50 23w (I8 B4 R 2 w)) I
Ko BT ARG RBR R, A SRR N-(1- L FE R 3E)-2,6- i Jk-3,4- — H
B . 4370 CisHoN3Os, 70 T HEN: 281, CA #4FK: N-(1-ethylpropyl)-
3,4-dimethyl-2,6-dinitrohenzenamine ., J& 3l 1] 4 #% 4 Pendimethalin. [t 24 4 #f
PG, RN 56~58°C, TR IIVEHRE R 0.3ppm, H T SRR
KRR, ATRpR T . HABAARRE WA HERA . BRIFW. PRV, FeA
BLLORHOE, EHOEA . R RFEEOHKIE 45~60 K, it 2 )5 W] iR O E )
AT e S, AR08, FERTR L 35 2 T E R R
WP TIVEAE R s BT AR Z FBR SRR, AR, REARTEACR . %
i AEE, X NE  ZEAEY A et KA S PEZ 1 LDso A 1250 mg/kg.
PERZERIKH . FHEBRER, e KR EEDRA RGN 2. Hgoe g
BEPESER, NSk, e LsEhRsshtk AN, BT LE.
1.5.2  HSUR R HIFI R

THBUR R BRI AT 50% nNR MR L 33%FLih . 5% 3% 1K)
R,

TR R e B R S AT AR ROR A BB EE A, & TR
Tk AR HERE JEAER 2 P S KR I P B B — A AR RANRL e R 2
MRS, e DhRE. MR, AL RROR. BEL L SIS, B

21
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VRN E, IR I, G AR ek B A 22 1 o T3t 2y, i 33 % 3
M 1.5~3.0 T

1.5.3 " H IR AR = EUEH

1.5.3.1  #fk

SrEEErE: KR R RIGZE LDso 23 %1 1050~1250 mg/kg. 340~1620
mg/kg. >5000 mg/kg; £8 47 HEME IR LDso 25100 2150 mg/kg. >5000
mg/kg. HE, BFRY LCso(8d)7 K 4187 mg/kg A1 10,00 Omg/kg filkt. ¥ 11k
BEPE: HRUR R AR MRS RIE Y 500 me/kgs AEHIAIEA 100
mg/kg. fARE LCso(48h): XPH 4.2 mg/L, HLf%fH 0.075 mg/L.
1.532 =HUEH

By . 75 I A R P R 7 A e 1

B IR R RSN IR SHE 40 JufE S50 40 N AR R BoE M,
B EHOE/E ] . ARRFE M R AR R MESE SD RO BRBAE, 45 Stk iy
TBEUEIER .

B WK R A D BRARE B REVER /DN, 7R S Bl R B4 1F
TR AmTT,

1.54 WK RBBREREE. RS

1.54.1 FREETE

LA 0.6~2 kg/ha [ 2477 BE7E T EFH — W RUR R, W LA 2B B AL . K52
PR KRR FOREEAEY ) — R TR AR 2 — AR A ik 4R . TR 2B AED
FRFKRERER G AR BfEd G, M. Ae BRI G2 AR Tl
o WATfELG. 8% b PO, VAL HIESHICE iR,
172 B A B A, I FLRT [ B MR AR (g A= U778,
1.5.4.2 fEHIHLHI

TR SR R B ARG AR 4 B, IR o A\ S 2L, 4
Tl 2 SRR 43 2E AL 2R 0 M 7 284 v U 0 A 22 43 4K B I A AR R 2K 1 AR K R
i, BEMGABIRIEAHA H ), AREWA R I . W IR R 3 B
ZRELENEE L HZERNTE, TER AL SRR ZE . XTSRS TR R

22
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B, SRS H SRR SRR, B, R
SR M P 3o 368 5 24 70 5 100 0 L

1.6 R R P AR 2 a)

TR RAEME S B AR 5 HAT R AL SR BN, B AIUE 3.50 123 0T, K
AACRT KA PERR BB B BRI T S = ORBR ], & SR A R
R PEPE BRI BRE R R T 2002 1 G TFAA A=, B = S AE E ) A
W R, &4 g gy KA, oy~ BT S, g4
At 71785 4000 Mo F A2 — B BGAR R K R Al 1y ZR SR BH A B A7 PR 28 )
J& FRSEHAL, PP 97%IR 2T 33%FLil CGRELE ) . 2004 1% A |] J5 254
AR RE ik 1500 W, AP AR AR 20% ~30%, T8 A F L F] 70%
PA L, B ) 30% (B BRI BN ) o 7 B ad i —
SRR A= L 33%FLihA E, EIE 23 FKAE B HI b 24
A o i ] B30T R TR A B 2 0 FH 3 BT A% AR 2 A, 20 50 T B ORI/ 25
33%FL it LA L AR AR BH AR B 3 A PR 2 ) £ i 5 30 R i ] 02 307 P 4 R 2 0 119
Tt FE AN P AR AR K . JLAR RIS BUEAT 20% 1 BRI (A5 E)D . 45%0
JREHEF o

P —AMRTE K. FHRBRER, —FRERAZ AT REEY, Wk
B Tk B, K. 4. Mle. RS BRI
R ARAEY), R ERN 2 2R, R, KRR ORI
REPREVED, WRERMRIED: SRR RIEY, EH LM
A K T8 A = 8], PR TEIRL 7000 J7 AT, JE R 7000 JiE: K.
A T E B KoM ED) s ARAE . A SO IR E e KA B EY) . IXL64E
P ao, P, R e AT R A R AR, 3 UK R AT R
RUFIIAT S, WRATIE, XA TS H Ak,

A1 P AR 7= 1 R OR 7 AR B, OF HLAS = IR R R
N G, — MRTE 85%-90% 2 [1), 1M iZ%™ il HY F 5 5K AE 95%LA I, PRItk
VETE T 2B EAEHIT B8, )ik = B R R AP B IR UK

23
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SRACAEFS, BRARAAS, SRR, SRR AR E bR EASES Ty, IR R
SRR IHE R

W B AR H AT X

T BURRAE R R REE, TR RIBRELR], RARKMT .
DAL EATF 9 B S AR R M B T S A = i AT R s i X

AR SCE 5 DAY BRI il B 1 — R ROR R . H B e A B BRI G T
S4AE. I HUAE g Eat, e DB NS, Bt WE & St ik &
J R AR RS2 o R A R AR R R 2 AE RN ), )
T TR R AR, PR R LA T GRS R AT, h DS A
R R A IR AR A S R AR A

I ZE AR R R 2 b B B N-SE A3 O RAR R BB vk, B
F RS R R PRSI 5 AT TR B

24
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F28 EEEERZRHKERR

il

2.1 §i

THRURR, XAABREOE . AN, S UK A BT R A AR
KERFLA] SLIACT R AC92553, Ridh44 M Stomp. Prowl. i AR, FRECIHESE

FR SR R 2 B S M 4 AR A 230 i 43 24052, SRk B9 i % BRI 2E 11 A KR
7, FEMEBRICRH H I, AW rrik. —HIORREH T E
Ky K& Hide. W% TEERZ R (B, M3k, iRk SEY
B B —FE AR R AR AR R e — e B UK RS T e P B w0
FIHREAEY Ko AT H 2L N- (1-Z 365D -3,4- FIEZRHLE e i
SRk, Zepdh, A, BREAS DA R HROR R . U E RO A
R R PR T2 R NG A BB 1 — W G AR R b i A 0 SR 3t
B SR

2.2 THIRIR R A RS 2 R e

2.2.1 3,4 - LR s 2

3,4 FR L i e R PV £ DL 3,4- IR M ] 3- 13 4 R A T g
Pt/C fEALFIAFAE N ARSI E, AHUCR N, WA Z AR B 73— F Ik,
SRR RN ALK 2-1.

NHCH(CHQCH3)2 NHCH(CH,CH3),
NO,
HNO3
+ CZH5CC2H5
CH,
CH;

B 2-1 34-“HEFRRBEZSHR-HKXER

25
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222 34 IR KL

3,4- I REIR T PR 2 Bk 2R B L 3,4 FIR IR R OB, R4k, kedtAk.
REHUC R N, 19379 N- (1-ZFENFE) -34-"FR-2,6- 3Nz WK
2-2.

QCH; NHCH(C,Hs),
NO 2N N02 NOZ
_HNO,/H,S0, (CH;];SO, ZNCH(CZHS)Z

Bl 2-2 34-Z“HREXMBEER_BXRR
2.2.3 34-WIHEGUR R

3,4- SR RR DL 3,4- IR GUR O JEORL, A SRR R
AR H bR N- (1-Z3ENEE) -3,4- " HHE-2,6-fi 36 75 e, LI 2-3,

Cl Cl NHCN(CH,CH,),
O,N NO, O,N NO,
HNO, H,NCH(CH,CHy),
H CH
s CH; 3
: CH,
CH, CH, '

E2-3 34-“HESEREZER-BHXKER
DL E =& AR, Jik—: 34- IR 3-REI4E . InEse

G, R, RONVEEEYEL, @b . R N-(1- 56 3E)-3,4- L
IR NG IR T EARAN Tk G A N-TEA A G4, R H SR rE M, I
B0 iR A, WL N-EAHRAL S I & B R UE B AR s ik
SN LA, RN SRR, I HAZ S N A K 0 R R Ak
PROKF=AE, TR EIG YIRS . (A IN AR Ak B 2 b R EE AT BIAE LIS B N I, I
BEAZ G AN B TV Ay Tk = TR B TR L 5 A

26



H2E¥

Ia] BRik A A= R R

S IR G — I N, ANgid B ik [ AR A R A T AR A i) ) i, 32

LR R . U 3,4- W RLGURZE I )G T 210 = AN ik 3,4-—
FHE-2,6- R IE SR 3,4- FIIE-5 6- A FE U 3,4- I -2, 5- AL SR

MELAGY S, IF HLRN AR, BOBCREBAR, (7] 322 J5OR) £ P R oRY5 T A

XK BR ) T i 2 (1 N

LR TR L b=k, S5 SCHR AN B, RATIRZEM N-(1-Z2E N
H)-3,4- T HERIG O JERL, RISk, BHAL, JREAR T — F UK R A2 T

SHIA BH 2 o

23 HIRRBIE R

231 ERANAH

Mercury-300BB ! 1% i L 4R A% % [H Varian 23 7]
Agilent™ 110075 5 205 AH (4 1854 5 M 2 e A
2 HEAH R P 244 A 2k A B2 )
M. HhR dbnttb T
1,2- Lk Ak T PG Bl T A B A
VRN st T

2.4 T HIR R A R

CHSUR R G A 2-4 PR, S cEdE: ek i, A
P AT BT RN G R T2, A FRERESE G K B R Rt

B CH

27
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H,C

3
H GCHs __HNO, 35%
H,C N—C_ H,C
H,C NO,
HNO, . E ,CH;
55% 3 ﬁ“‘“czH5
N

H,C NO, H,C NO,

3
,Csz e E Cxcsz
H,C N— ” 3 —Lo
Y H H
Yo " GH; “lls
NO,
NHCH(CH,CHj), NCH(CH,CHjy),

NCH(CH2CH3)2
NO;
+ 2NO

E2-4 ZHKXRROEHRE
2.5 [EEA KRR IR R

2.5.1  J5URk N-(1- £ HE A )-3,4- — FEEZR I (¥ f2 4l

HUN-(1- L FE N 36)-3,4- — F LR 100 g, s 25848, Wk 170 “Ciisr,
P RNR B CIBEIII N-(1- LN HE)-3,4- T FFILIENE 9571 g, 2% 95.71%. P2
ali )% 98.75 %
2.5.2 kL

UN-(1-LHEPTAE)-3 4 KT 10 g ¥ 5 CoHaCl Ty IMASIHAR LT
[AIALA HEE 1) = O, K = TR T K, 4 HNOs il o 5 s 3% i <}
A = OO, R AR, wWinseEe, il EFE 58-60 'C, KR,
A HUZ B R, R .

28
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2.5.3 fHR— Lkt

FEA AW ETE ~ E 0 2 1 =8 o b — 20 S 1) Eh v, 7E—
WEE N INIRAEER, Wke, 4RGN BN, RNSRE, B RNVEER SR
AW, BHES W T EKR, GHUZLKEE. k. KE. T, &3
W 1,2- 5 4ke, BIMSEH N-WAHEAL S0 — F ISR R
2.5.4 B N-EAS AL 59

FREX 12.00 g (0.04 mol) 1A N-WRIIEAAYIN AR R, AR
AR EEVE . AU ARl v B I = peirieh,  Fr i 6.00 g ¥ 37%
R 0.72 g ZIERARE . K = IUPMUBCE BIKE b, AEEE 6 h, 4L, AL
HHROKZES, hR, ZBRRER M ke, Bk, B—a w0 Eaom i
180 °C, JFAEZURAL T ) AW P A R, 7574 30 min Ja @A), B4 N-JEA
HeAL S /N T RUE R H 79— ISR R

2.6 AL e A

2.6.1 N-(1-ZFEH3E)-3,4- " LA 1) 73 H

K 5 OB R DI X N-(1- K8 36)-3,4- B FL R HEAT 40 M, (il b
Mierosorb-Cis, (5 pm, 4.6 mmidx150 mm), #iaIAHN LH: 7K=80: 40 yiidh
1 ml/min, #F# 30 °C, £yEK 254 nm.
2.6.2 N-VPAHE — F AR R8T

K e O A A AT N-AP A HE-N-(1- ZFE R HE)-3,4- - FJE-2,6- R HE A%
BEAT M, (6% K Mierosorb-Cg, (5 pm, 4.6 mmidx150 mm), a1k L0
/K=80: 40 Ji#H N 1 ml/min, FEi 30°C, R K 254 nm.
2.6.3 HIRIRAMIHT

K FH e OB DU — 1 ROR R AT 0, (43 K Mierosorb-Cig, (5 pum,
4.6 mmidx150 mm), WEIAA L. K=80: 40 ik A 1 ml/min, FEiR 30°C,
K i K 254 nme.
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27 G

2.7.1 kL

FE AT SCHR IR b, 85 Al e A ISR K 35%, SNV
[A]7E 30 min, fRIUGIRSELE 55-60 CHF, N-(1-ZFEP3E)-3,4- - FIREA LA il
SEA

2.7.2 A L

TSR — DA R b e A SR E R Dy BMRVRE, IR
SN RN T

(1) AR L

ST ERRIKIE 35%, 55, 65%, JRNEEFRMT, BHA AR 1
I, SN, AR A A R B IR N, ROV R T N-TEAFE-N-(1- &
He P ik )-3,4- T FF -2, 6- T il ik A T 1 RS I I, K] ORGSR VR B
55.00%, RN CESEA, Hr=# a9 &md .

(2) SNVl 5

HT TR A I B i B R RE o, AR il BE N, AR B % I 2 1
W LN, BA 46-55 C it

(3) Fid PR F B 5 WA 2-1

F2-1 MHERRYAEXN RN

bR TiH R/ Bl E(C) SN I ) (h) FEE (%)
1 1 46-55 35 64.50
2 2 46-55 3 75.20
3 3 46-55 2.5 79.80
4 4 46-55 1 77.20

F: RERR: EERANEREE RERAN-(1-CERE)34-ZHEFERER
HHIE 2-1 T4, OV BEAERSRR ) AN, PR @i m, (H2E MR 5 i
IEEJR L KT 3 Ik, SRS ma AN K, PR o B IR 5 0 1 B R LB AE 3 I il

g
Ho

30
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(4) J W IFIa] ) 58 W& 2-2

bR TiF§ R/ e S WA JE(C) J5 N I (6] (h) P (%)
1 3 46-55 1 67.00
2 3 46-55 1.5 72.40
3 3 46-55 2 71.20
4 3 46-55 2.5 79.80

E: MHER: BRZEEANEERIL BAERIAN N-(1-ZERE)-34-"“HEFR

gr PR, BIRSERIIMRIE R 55%, AHERAOH &L N-(1-2 3K 3E)-3,4- - F
SRR R 3 4%, VIR EE K 46-55 °C, JNVIRHE]) A 2.5 h Bt .

2.7.3  MiBR N-E A EAL 6

K FH A1 e B RS ek A5, AE RIS BR T 7 A2 B AR R R A
7= A ) A R (K R S5 M o, DR AR 1) T v R FH et — 2B BRI
Y A I ) B, TS REAE WA L ) & s AR e A, DRI AR SO A 28
4 TV IR F AL T I B WA SEAL S 1 Ty i
2.7.4  Fae i

ERSIR — P WAL 2R B U A 45 1F R, 34T 7 RS AiAb . e A SEAL
AR MESE, ST 13 #b, RTRAAES0RE SRR R R 96.50%,

FRIEHALHE 79.80%. KL RN 2-3
#23 REMXE

| | e | | BIE | A Bl —HRSR R
@ | (b LFE | TR | BE W WA e | ARO[ %
g (ml) | (g) (ml) ze | o o v,

1 10 7.2 |30 30 8 27 24 12.50 | 94.30 | 80.50

2 10 7.2 |30 30 8 27 26 12.30 | 96.30 | 80.40

3 10 7.2 |30 30 8 25 25 12.10 | 96.80 | 79.80

4 10 7.2 |30 30 8 26 25 12.20 { 95.20 | 79.20

NS N S ST S

5 10 7.2 |30 30 8 24 23 12.60 | 95.40 | 81.50

31




F2F MBGESRZFAAR

6 10 7.2 |30 30 8 28 25 12.40 | 96.70 | 81.70

7 10 7.2 |30 30 8 27 24 12.30 | 96.20 | 80.60

8 10 7.2 |30 30 8 26 23 12.10 | 96.90 | 79.80

9 10 7.2 |30 30 8 25 26 11.80 | 97.60 | 78.40

10 10 7.2 |30 30 8 24 25 11.90 | 97.50 | 78.90

11 10 7.2 |30 30 8 26 25 12.30 | 96.40 | 80.50

12 10 7.2 |30 30 8 27 26 12.50 | 96.60 | 81.80

RS I ST I S T S I S I o I S B S

13 10 7.2 |30 30 8 26 22 12.10 | 94.80 | 78.30

i BRIERIA N-(1-ZE AR E)34-ZHEFR
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N

- BT LA N-(1- S HE TR 2E)-3,4- = F LR IFORE A O S 4 J5Ook), SR TR BRE 28 ik
o A BRAVAN AT R N-(1- LI HE)-3,4- I JL-2,6- A FE R i (B — H
PSR R TTiE

. W AR T2 PSRRI E R 35%, AEERMM A f ¢ N-(1- LI 3E)-3,4-
TRIOR ) T ) 1.05 5, RONARE K 40 °C, VSR A 30 min, 7E
AR, N-(1-ZHE N 3)-3,4- LR NG l#h 56 4

. HEERNER — A T SN SRR MR By 55%, AR I A R N-(1-Z 3R/
$6)-3,4- R NEY) TG 3 4%, IRNVIRIE S 46-55 °C, NI 2.5
h i, BHALSE 4.

. FERSER— A SR O A AR A, AT RER S Al TR A RS
WA, PR R R IR 96.50%, T RIEALE 79.80%.
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F3E ELEZERZHRRIMR

il

3.1 i

3.0 ) HERE

8N T RS JSURE— YO, TEERIREE . [0, Zead — e i )ik 3
SR Z8 R, ) — YRSED H PR AR R Ay TR SRR o ) B A0 5 08 R FH 40 4
RN A, HRF RS RN NI T 2S8R AL . Ty SO 70 AR S8 45 Bl I
[ 2 4k 1501,

) EICARAE 1) B B A XA Oy RSP, T 50 4R P R 480 A4 7
Fir, TREBROKNEA Ty, AT EARZ 1) TREEN R AT AR AR FRIRs 92 56 5 R ek
AR G TP REUN 2R AR T2 A AR RN, TR 4
WA N B R V2. WS TR R RBRAR, AN, Mg kE
AL, TR ERERE, AP BN G, RON S E A R iR 2, X
SNPERARTEIMA, BAENRIEZ, PER AR, BRI R,
PEANTESE, B R TZ AR ZE S, SECE MR ATE, BRI,
T AP ARELE, i A E RS, RSB, oA
mX.

3.0.2 ELARAE

SN SRS RE N NS s[RI S = M) S el e At O A
PRI R AR HIIRAEFONE LA, FERR IR T RN A NI T 25
DR SE A RE A AN B AN 1) AR 4, A 2% T Ao 5 1 e 2

HEERAF N EEZ . BB B A7 6871, A= B R AL ;
Fr A E R, BB Dy SR, P B L TR TS Bl A S
e, PR CREASE s R P AR D, P AR o & T ALK
FhA= o B AP RIETEA R, — B E AR 2 A

LA SN AT N e PR OB S e s L A OELE R N AR A . i
PR OELE [ N 0] 73 0 BB RN S N A% 2 Z R R BE PR U485 o
(AT SCHIESE S N A i B a8 S i, 8 R VA U)o
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321 PR TS N A%

PP OB L SOV 45 T 43 O s B R N4 . 2 G I H e =X
IS
3.0.2.1.1 B FE R A s N A

TP U N A, SOV EURELE I B Sk, FERERE TS 8-
S IS T), () EF S R P A Al S S H B rp b

PR AR 3 U SN 38 1K 2 SR U SRA B RE AT R T AR SR B 5O Z
(] (A% 0T, AR S R o Fiah, AR T am B IS RO AR #, RTINER
SR AR S) o AR BB IRAE AR Z B B —, BRI 4R
P T B Rk 2R, BIVER P S JEURE A 9 B B A 2, AT 235 5 1
PO A B, U SO A rh A i B AT — s O IR RN JEURE, AT R
M7= SRR . B =, BRI AR I R N P R BE A M, RSPk
PEERR RO, AR Z MR .
3.1.2.1.2 2GR IR U N A%

LA R IOE R —Oh . RN JSURHE S I B — A N, RO
PURHESE IR 2 58 RS AN SOV AR, RN PP IR G — AN RN R o R

» FEJULAN RN AR Z 0 AT SRR, B RAT LU AR AL S R 3 BE AR 4k,
AR R WA AR P28 s A SO B T DAAS A ) 11 S Sl B, PR de J—
AN R SN R R S 2 AR ARG, AT AR Rl 5 2 7 ) v 38 4 R
NS, AR T EAREENERE R A, 7RSS DL B b RO D i R s
) A R
3.3 R TP A 7= F5 SRR AE 1 ) 75

RN TRMML TR — D03, AREARGH TR G, BT IFHRE
R, AR R BN, A TR B B S B A P B B [ KU A R
WA RN ECARRIRED CRE AR H AL EDI BT FE . B, TR AR AR
AR RIS o Wl g e i B 38 7, WD A7 iy O RRAS BRAIR $mi2E
PR, AN A R, 2R R 5 AR A (BRI G B 2T
CREF TG TR Al R AEECE LA RN, AN
T B AE R LR K AR ST S A B4 B i A2 7 B H Al
A S, SeR AT, AR A
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314 ATEHI

AT FEENIERETFLG, XA 20 ORI AR T, i s &
W, B IESES TSR TATE, AR 27 IR R T ke 1 m) 4
B, IR ZIR B R BRRIRAS, S il TR R R H A

32 MATZEE

fE E—, FHEIHE T LLAEE S R RAR R s T2 5 41
e T — iR A A . AT AE W BE I SERE b, ERRS D IR N I
Gk AR RIFIVIN &, BT 3288 = /N, B ik il 471
3.2.1  [EEEL T EM LS EL
BoBl: (1) 98%bedkfi,  (2) & Lk

(3) 35%MH (4) 55%FiiR ;
(5) 10%Z A AL E A s
SOV : (D) hith: 46-55 C;
SN TE: (1) Alfk: 2.5 h;

3.3.1 s

XT-4 A H S50 s e A UV-7300 & Z0B0R (6 13% 1X
Varian300 JKAZ PR

3.3.2 3l A g4k

1. #2717 HCl 2 7hi: 365

PIATE T : WA UK AR, TR S HCl (31%) RERIKE
W HEE 1,187, AP, ARk .

2. 12 2ok T GHCL 72 Fit 2 9897

PIVCHET: o EE W R, RALG07 Kk o AR 25 FE 1.2569, #HEN £5-35. 4
C, Whri83. 5°C, Wri2l. C, Frif% 14448, LAWK, LBE. WA, HoK
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%3% AGHOR-TARR
AP . AT K.
3. A% 2 ra: NaOH
WIACPE T 25 O TE OB WA, 505 318.9 °C, B 1390 'C, LB 2,13, A
SR 4 10%NaOH
4. “HRIRR
MIACTE B SR R G AR, 50 54-58 °C, AKHHHIRIE 0.3 ppm, ST 5
ARIE R TT I . WTR S BAE E

34 HHUDE

34.1 ik

] S N R IIN N-(1- 2B 365)-3,4- — H L8 1 Js 77 1,2- & Ok, THE
240 °C, Wi 35%FANE, OV 30 min, FEEHGE) S A EGEA R . 58-62 C AR
i 30 min, #1EE, FERNN- (1-ZFERHE) -3.4- B v
3.4.2 ESL

LA R T« P 38 VB0 - 1) = B0R b, K b — 25 5 ) R R R A i 1
P EGEIBC b, ZESRZUBERE N, DA— 52 0 U 328 0230 0 3] 5 I0C 48 1) B i 2
o, RNV RN BRI 1 S A v o S N — BRI 0] J5 4 S N VR 2 W
WFrh, EESMTEERE, AHUEEKPE. e, KPe. TH. 2&mRlos
7 1,2- 5 ke, BNSEA N-TRY AL S0 — H SRR .

3.5 HprEAR L o dr

KH HPLC #:0, (%1% 4% Mierosorb-Cig, (5 um, 4.6 mmidx150 mm), ¥izh
Il L. /K=80: 40 WM 1 ml/min, FFiE 30 °C, il K 254 nm

3.6 iR Ve

3.6.1  HIEG S N B I 11 A
TEESA N, AR R ROV AR — N SR 2R, FEARSEE
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HhH IR ) B . A A AR R B A R], I AE AR RIS R R, SOME R PR
5 IR NAREEAR K. W 3-1
*3-1 BRERMREENHE

bR J52 1% B (mY/min) | CH A LA Jik
1 2 1.2 80.85 11.33 6.46
2 3 1.2 80.33 14.46 0
3 4 1.2 74.46 18.40 0

E: U ESEAFHEE
1 LA BB v LU, FEAH LSRR, BEAT e v S s 0 50k 1
JSURMEGAEAR R b IR I N 5 4 AR AR R IR 3 N IONERRIN , JSURHIE S B 58 4
PR R OR R R, A AR
3.6.2  d R A E

e T USR], 2 I RS OREI S P AE SR 0 S
[ PR R OB R REHI, W 3-2

32 BmEREWNHE

e | R PR (%)

(mlfmin) | g cop) | WHAI%) | BRI (%) &
1 3.6 72.56 13.29 9.62 ERNTEE
2 1.8 74.85 14.73 491 IS
3 1.2 79.89 15.78 0
4 0.8 74.8 17.55 0

M ERPAT LA, SRR 1.2mUmin B, 229090 10 J50R I T 46 5 N 5¢
A, BEAT RS KA, PR R RO R A BB, WA S
B2, X RE R A I R R, PR ) R ROR RAE 2 RN IR A LE I
FAFR, k8RR RN HALBTE

3.6.3 I AL S ks

7E R RN 1.2 m/min I8, FRUGESE Y 4-5h, BEH 3 K. W#K 3-3
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#x3-3 BREEFENEESEASNER

R R (%) 10 43 % A & (ml) 10 438t 5 (ml) Fa€ Ja | BT (%)
fedh | AHRR | T S0 R ME | RERR | S0 | T oA | B R | SRR | ESE | PR R A
5t | th Z || 2 RS I 1]

(min)

51.00 | 28.00 [ 16.90 | 6 33 |2 6.5 20 |85 45 78.00 | 16.52

51.00 | 28.00 [ 16.90 | 6 33 |2 7.3 1.9 |9.2 60 79.88 | 14.94

51.00 | 28.00 [ 16.90 | 6 33 |2 7.5 1.8 |93 75 79.83 | 14.96

i RIOEMRR: HAHER: IRAEER=1: 1.05: 3 RMNIBE: 46-55C(RBRIZE
ZHitH)

MBI TR, b SRR R SRR E, CH R AR

b, Pedh SR RS L TR B A v A B P A b R R R I R
2-3%4 A7 .

3.6.4 [ ERVE S ESE LR

(D) PRES, — I, % 34
%34 BEMARREFEN L

Jii: U (b | B (g) Hi=(g) | i & i (%) | LI/ ) ik
li1] &k 2.5 5.5 131.6 77.53 1
B 0.017 114.7 2753.0 79.88 21

HIR AT, RHDESEA M F R R, P rh = H 3R R f i Lo ) i 4
A= Yrh &t w, S S S = L TR B s 2 165 A A

(2) =i

i (R BT A 24 B 1) P4 vh R NG OR R ) B BEAE77.53% Ac AT, T e S A vk

SR =) b R R R AET79.88% A A

(3) TAkfL#

FEHGEAHLE, EEHERA RS mwR. 85D A/ S53h R4
AR 2L, B A shi e T 44
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NN

. CAREE I T 24, . RANIR: WAfR=1: 1.05: 3 RNEE 46-55C
AT THESRE G I /AR SR, i€ T SO AR R v R IS 40 i, 7R AT )
BT, R R 3 A RN, SRR R RN SE4, )
T HROR R SRS, ARG AR

e T BULE 1.2 mUmin B, AT DO S G R UK R Ry, e
AR R PP 385 1A 79.89%,  WEAFAL ST 34 5 B 15.78%.

. AERVRER 1.2 ml/min B, LR 4-5h, A S H R R S EEE, T
Yyvh T R R R R A A AR B b R ROR RS R 2-3%
fiti, HWAHHAE YIS RAC, UEWESNE G B W R R AT PERY .
O RIS R R, SRS R R AL, A JE Y (7 e L )
ke 21 A4 .

o PRESG R, BT ED, TR TR, Pl e i 22,
A S
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F4E N-TIHMEZRKRIMERITHE

41 5|5

N-W AL At — 5 -NO JE 14 &4, Hoor 145k =X
R
RE/N—N=0

AR AR S 3R] LA 23 Ky K2

(1) WAIEZE: Ry R, JEpedk ok 5 5L,

(2)  WAHEEIEE: Ry R&PEHEECE J5HE, Ry &I LA

(3) R

—RORUL, IXLEAL S PR EAE FURAAH R, AT DR R B 1,
AN FRBCHPR Y, BT N-NO FEX G, ZHOh 6. Hrb N-IEAZ
R N-W B NGHR ARG, BRI IR N & ] R AR i I

N-WASIAL A B Ss H. REEZNIHSRE S & ™ T HFERUR, XK
PR AN REAE SR 1) 2 Fh 38 B A0 ZUR A IR, it FL AT LU i 24 A58 5 e 7
AR, AN I 2L (1) 2 85 v] 5 R RE, i HAL & — IO B K 3R 5 )
2 —E AR, T RER AR MR . A FE R 1 BB AT AR 0 A B AR . B
To e LUERER 7 AR IR B WAL, #AE IR M A — s (1 28 B AL 78 R 2B i
o 24 Ry Fl Ry A X FRAE I, 33X b e A o K BRI 3 2405 e e
4 Ry B Ry X FRVESEARE, ) 285 R

VAP e AE SO HL]_E o i TR e AR N 22 R0, 8 A8 B AL AR
AfEA - e, XA RGBT AR BE A 2N, SOl A A R R A 1
o, LRI SEA L 5 RS 40 i 1545 S AR (W TRl B2 R AE N LR ZH 2L A R
How A AR PO, E DA b, 6 PR AR X85 Ak 2 b ) NSRS AL A
YIS AR T TR IR, LA AT N-E A AL A5 (K025 i 7 b T DA 200K 3L
TR HE RAE S R LU, Horp TR IR R NS ISP 1) 75 5 R
5 135ppm LA K o POt fe] BRAR — FF SR R P ) NSRS S S0 & 5l 17—
AR EER R . H TR AL M T E A (D R RITEE B
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WG S N 2 BT BR A L 0T (2) RHWEER) 7740 5, WA A (3D
W4 VAT e B A ol T 3 7
4.1.1 RIS NG PEvA

IX VI S RONAR RPN R R AL . 3 R R Eh . ke A P
1EFRBH 1 H 4574 w34t S0t — 20 [ A a5 P A WA i . BEL L)
NN L RE A 21— 2 I B AR WA e (A, (BRI, 78— H R R IR AL
FEF AN 8 4 1 2= A 10% LA _F (1 N-WE A 34k 54 .

4.1.2 WPy Bk

STV FEEEE N- WA RS 70 1 B L H B =5 =G
W), WIS K ZE TSP ZE RS I T N-TE RS LA S s AR R, ATk 31 25 3 S A
AU HK . BT N-EASEE R ROR R 75 (3100 HEE TR RURR
)7y (281) K 10%/iA7. Bk, MEAEH .

4.1.3 HAbyk

ARV RAESRRR (HCI B8 HBr) fAAER, ffE 74 N-W AL & etk
FURRF=8) — H R R o %7 AT BLBRAIG = b N-YEAS S & i, JF
T DA s =W IR R, 2 —FrB A n) ik . N WA 4-1

TR N AE AT, O TN 584, WA S i %, @
) R NAR RN SRR w0 WO, p Pt e e R RO,
B AR AR OV g NOC [ BRI, A0 S AT, 30 %k T LUK
WAHEEAL G ) & 5B 2] 500 ppm~100 ppm.

NO
| NHCH(CH,CHj),
NCH(CH,CH3), oN O
O,N NO, 2 2
+ HQ ———— + NOCI
CH; CH;
CH; CH;

B 4-1 SRR BRI fHAR
KT RRAR N-SEASHE SR 21 O ik, 3l mT AR il A O
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F 4 N-TAE TR R R GBI

AR, i 4-2 4 NSRS — F AR R4 HERP=9) W IRAR R

NO
| NHCH(CH,CHj3), NCH(CH,CH,),
NCH(CH,CHjs),
ON NO, O,N NO, O,N NO,
, _— + + 2NO
CH, CH; CH,
CH, CH, CH,

42 ERARERLI AR

FERRIE IR T 72228 FLRR 400 — FF IR S SRS 7 2 0 5 0 R 45 40
Wi, DR 077 P A PR — 35 WA= o T LA 4 B0 O T
AR TR HEAL A 000 3 REAR B A T . D 738 S0 0 PR SRR — 25 A N-
TG A PR R A i, AR A, AR HCL s AR R e 5
19 1 54 B — B R S0 O RIEAL 2 D B AL (SR, SR A,
35 WA — R Lt NS — R SR R M 2t O FLAE 976 W R4k
AN B AR BN A P 7

4.2 SIS

4.2.1 HTILEs

XT-4 FCR A H B4 s g 4 Agilent™ 1100 7 v R4y A (4,338 4%
Mercury-300BB %Y % ff 4R X

4.2.2 A K a4k

Eil ali Ji HPET K

3- L8 i AR b

HhiR AR Jexife )

S LA IR AR [ 24 4 A 2 R A PR 2 )
1,2- 5 Lk AR Sk 7T P BleA T4 A R F]
&AL AR Jen )

H i AR Jexife )
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$4E N-TAE =T XD 6N AL

FeCl, * 4H,0 AR Erfe )
4.2.3 SIEIDIE

HUE i N-NO AW & TG VB L W LV RPN FAe B 1) =300
NS fif i (BEZRD MIRkERRR, T 75 CF#HEHE 1 hs FEIIATF N-NO b &4 %%
FEIRIERR A, AREE 75 "C RV AF 1 h BU 10 ml FESh, RERI IERR 25 J5 25 2% 5%,
WARTHAE ;s BRI 0.0139 g FESVE T HEE, HPLC A3 v LIS 4-3

NO
| NHCH(CH,CHj),
NCH(CH,CH3),
02N N02
O,N NO, R NOCI
*  HCl —— - 0C
- CH;
. CH,

& 4-3  FERR BRI AR
4.2.4 AR K i A AT

K HPLC #l, {4i%4E Mierosorb-Cig, (Sum, 4.6mmidx150mm), #ish
MA L. 7K=80: 40 i A Iml/min, F:i& 30°C, £y K 254nm

4.3 iR iTie

4.3.1 7EERIR PN Nz FER R

1E SRR PR INE LR )5 8 h Jo, N-NO 1b &%) 4% 33.80 ppm AR 2 HEfit
B A N-NO L& B FAASE] 100 ppm LAR, H N H 1, RAWBARE
EABR 2 N-NO (LAWK 4-1
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$4E N-TAE =T XD 6N AL

Fz4-1 HFMEEEEE N-NO 22T ET&

SRR/ WA AL | GG P R/ ER | RN ] (h) N-\his 4 &5 &
Y HFE(g) YEE IR b FRE IR LE (ppm)
0.0139 5 1 0 1390
1 0.0139 5 1 1 993
2 0.0139 5 1 2 374.45
3 0.0139 5 1 4 122.89
4 0.0139 5 1 5 119.30
5 0.0139 5 1 6 118.30
6 0.0139 5 1 8 33.80
1000 = n
800 —
:E 600 —
i
&g 400 - .
2 .
IZ \
200 <
- n [ ] ]
\l
0 -
0 i > 3 4 5 6 7 8 9
F ) Ch)

E 4-4 HFEIMEEEEEE N-NO 22k ETLE

4.3.2 FEILRPISIn 3-8

FE SRR P N 3-760d J5 ., N-NO 4654 8 h J5 4% 20.22 ppm, HAR 3- 36
W HEAE N-NO LA & S FK ] 100 ppm LAF, {H N ERE, RAHAREE
I N-NO WA . WK 4-2
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FA4F

N-Te Ak — 9 % R R 69 LI Al 2L

F 42 i 3-IXERfE N-NO & £RkERt e L
SRR/ AL | AL R/ £ | RNV E] (h) N-\his 4 &5 &
Y HF(g) YEE IR b i E R L (ppm)
0.0139 5 1 0 1390
1 0.0139 5 1 1 993
2 0.0139 5 1 3 194
3 0.0139 5 1 4 124.70
4 0.0139 5 1 5 98.47
5 0.0139 5 1 6 40.76
6 0.0139 5 1 8 20.22
1000 — ™
800 —
E
(a1
2 600-
i3
gr:
”":% 400 -
g
Z
Z, 200 )
\.
1
\.______________
0 T T T T T T T
0 2 4 6 8
i 18] (h)
& 4-5 0 3-/XEAfE N-NO & £ ff A8 24k &

4.3.3 RPN FeCl.dH,O

FE SRR P A I DY KA A R Ja,  DYR A AL IR RES A N-NO (L5
AL Th WEEARE] 100 ppm LUK, SWIRGE, 6 hJa N-NO LS HHEA SOV 5642 -

LK 4-3
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FA4F

N-Te Ak — 9 % R R 69 LI Al 2L

F 4-3 mMELIrskE N-NO & =hERT B
R/ AL | AR/ R N- Vil 4 &
T HUEE (g) W) REIR EE & R 5 L ] (h) | & (ppm)
0.0139 5 | 0 1390
1 0.0139 5 | | 993
2 0.0139 5 | 2 82.44
3 0.0139 5 1 3 16.09
4 0.0139 5 1 4 0.44
5 0.0139 5 1 5 0.12
6 0.0139 5 | 6 0
7 0.0139 5 | 7 0
8 0.0139 5 1 8 0
1000 - s
800
;E: 600 -
[
iz
4_\: 400
o
0
-
200 A
l\.
00— B— ] n n | | | |
o 1 2 3 4 s & 7 8
B e Ch)
E 4-6 HFMELIEEk N-NO & EREATE T L E

L UL AR R R A A [F] B B ER AR - DUZK S AL I ER BERS i N-NO

LAy

e Th WPEEE] 100 ppm LAF, JWilliE. 6h J5 N-NO 1b5

[=LER

FEANZ, BARGUIERER A 3-8 B BE Al N-NO {L5 )& f F#K 3 100 ppm LA
N, AHRNEEENS, RAWARETEERRL N-NO LY. HIb&dilss, e
FeCl, * 4H,0 J&—H 45 201 N-NO 1k A4 19 it B3 771 -
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FodF N-TAAZTRARGBLEAL

4.4 K FeCl, * 4H,0 ik — H 3SR KR 250 L ARAL &)

5 6 g (0.02mol) £ HPLC Ayl 5 47— i fk £y N-SE A3k — 7Y JRUIR R 1) — FF
SRR (R 30%) T 30 g (24ml) 1.2- "5 Zkeh, s FHHE TS
BT, RSV RIS AR O S S0, TN 12 g AR (10mD), JEHT
THiRZE 75 °C, N Lh, SRS FHIIA 1.2 g FeCl, - 4H,0 (0.006 mol), Ak&L{RF
75°C SR 3 h, ARJEAF SR, BUREZ: HPLC A0 N-IEASEE — AR R 5 R
F 100 ppm. AT I 4-7:

5335. 3194
@
2820, 0008
%
E 2424 6822
X
963, 3636 % = .g_ L = =
R }"\‘_ N = —
-485. 9550 . . : . - . . - . .
0.00 1,00 200 2,00 4,00 500 600 T7.00 $£.00 900 10.00
Ft 51 [ 759 ]
Gy RT[ 4341 IR [mV*s] it B [F4] %
1 2.3833 786.7757 VB 29.0000 0.8939
2 3.3000 2631.5763 BV 38.0000 2.9898
3 4.7000 653.2491 BV 21.0000 0.7422
4 5.9167 83231.3432 BB 91.0000 94.5598
5 7.1667 289.2023 BB 48.0000 0.3286
6 104167 427.6260 BB 35.0000 0.4858

& 4-7 %M FeClL.4H,0 fifz —RE P iE L SR EEIE
¥ ZHKX KRR IRERE 5.9333min, N-TFAEE — B X KR AR B8 3.300min
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- KR AR BRI AR AL S Y, (EERIR TP N2 LA IR 8h J5 N-NO L&)
Pl 4% 33.80 ppm, #SHN 3-7% 0 8h JiF N-NO L5907 4% 20.22 ppm, H AR SE
R 1 3- LS B A N-NO AL A4 5 i FRAIC 21 100 ppm B, {HLS W 14 1
IR A MAREE 4R 25 N-NO (L &5

. TEERERTT RN FeClydH,0 fEUE il N-NO fL 5 HEAE 1h A F4K E] 100 ppm
IR, RVIRE, 6h & N-NO L&) A% T4 H PR .

o CREHRARRR PR N FeCly-dH 0 SR MRS — H R SR 2 J5 245 vh 1K) A AL A5 40
3h Jii N-EAR3E AR RS 5K T 100 ppm. H#EEAILE, WM, H
B H FeCly.4H,0 FH /D, 77 b N-E A — F1 ISR 28 25 s TAG H PR
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ARSONEEBE A PR R T Yk . RIS, HERL N-(1-4
HE TN 5E)-3,4- FEE R ORL A ke dh k), DAIRJ SRR 28 i, Ardl, A =28
F AR R, B T AEREE T8RRI AR L Jy 35%, AR A 4t N-(1-
LHENHE)-3,4- IR R 1) 1.05 £5, RNVERES 40°C, R M (R
30min, Jh5EA: BEEMIR — DA R P AR RN 55%, AisIR I H]
ot N-(1- 6N 3E)-3,4- — FUEER D BT &) 3 £, OV JEA 46-55 °C,
SRR ) Ay 2.5h B A4k 56 4 o SR e A I B — S0 R 25 vh 1) N-TE A Ak
B R — AR AR AT, BT 7k Al M A
P ey, 7o W AR RS 96.5%, FEIFAL A 79.8%.

T BB B F AR R I S HE il b, RADESHAHE G B IR R,
i€ 7E N-(1- L5 R Jik)-3,4- — FBE R g « AR ATS R « R A R =1:1.05:3, S it
46-55 'C, LA 1.2 ml/min B, g a] DLELEH A % I RER R 82y, 74—
RIS R34 79.89%, LU ERAR AL TR H 45 2 (K7 )b — W IR R 5 By
2%~3%, H N-WASLEY) &R 7 507 & ) s Ak i 21 et
TSR AGTE S B T B AG B BAH LE , LA RS TRV . P AR 8
N-MEASAG A& B Ay SR e [0) 7 i PR A

e JEAF AT R A S 1 B 7 ) N- SIS ik B R o 2 PR O S A 35 S 7, R P
FEWRER IR PRSI FeCl, « 4H,0 KM bk — B R RIS 25 h AR 54, 3 h )G
N-VE AL B AR RS B T 100 ppme SHEZAMILL, WK, HFHZER H
FeCl.4H,0 H /b, 7= Sl N-JEAE 28 = B RUR R & SR TR HH PR
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THRURR, BRI AN, SR EUIE 2 7 TR AR B AR R G S
BREA, LIRS AC92553, Fidh44 ok Stomp, Prowl. Jifi b, BR¥EMH 4.,
FERANE AR AN 5, FEAFR PR IR R 228 ZERAR IR 2 7
JEReAE M. TERE . SEE . WOCFEAE E KRG . BRF RN K RS2
Il LDso A 1250mg/Kg, /NLEPEL [ LDso N 1620mg/Kg. 755256 71 Py Xt 5h
Y) TCEM | B AL R AR F 5 % B R S R AR IS . B2 1 LDso A 59mg/
Heo THRIRAZGEH T IR K. Mfe. W, AR 2R (BEk.
MSER L BRI FEY, BBk —FAERARARI I E e — S it e B, PR
FIAED 24, 2577 A0%, T, EHIPK, FRR0iKas 45-60 K. 255
Fase, WRAPERR, REHE M TSR A SR, S AR T R A

AR B A B R SR R AT A IR . ZEIRSCh, R N-(1-2
HE TN 5E)-3,4- FEE R ORL A ke dh k), DAIRJ SRR 28 i, Ardl, A =28
FI AR R, W€ T e T 2SR I E g 35%, AR It I it /& N-(1-
LIERHE)-3,4- LK) TR H 10 1.05 %, [NIREE N 40 °C, SRR
30 min, BERSEAR: WEAEANIR — DA AL I R P R RR IO 55%, AR Y
e N-(1-LHE A HE)-3,4- Z HHRRIED) o ) s i) 3 4%, ONAREHN 46-55 C,
SR ] 24 2.5h B RA 56 4 o SR FH A ik M o — PR G SR Dt 24 v (1) N- A EAK
G AR U R I e A, AT TR R Ak A
FOETESR, P HROR RFH & 96.50%, ~FIFALAR 79.80%.

T BB B F AR R I S HE il b, RADESHAHE G B IR R,
e N-(1- L 56N IE)-3,4- — FBER N RS I - WA R =1:1.05:3, [ NI
46-55 °C, A 1.2 ml/min B, o] DLELEH A FRER R 82y . =4 rh
RIS R34 79.89%, LU ERAR AL TR H 45 2 (K7 )b — W IR R 5 By
2%~3%, H N-WASLEY) &R, 7 807 & b s ik i 21 et
TR R AL 5 VIR A VAT L, LA ORI ) . PR AR R s A
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Abstract

Abstract

Continuous Synthesis of Pendimethalin

Pendimethalin , which was firstly developed by American Cyanamiol
Company, Trade names include AC92553,Accotab, Go-Go-San
Herbadox, Penoxalin, Prowl,Sipaxol, Sovereign, Stomp and Way-Up.Acute oral
LDsy technical for rats,1250mg/kg. Acute dermal LDs, for mice,1620mg/kg.
Nocarcinogenic,(mutagenic and teratogenic effects at experimental dosage). High
toxic to fish and aquatic organisms. Low toxic to bees and birds, oral LDs, forbees
59.0mg/kg,acute oral LD50 for wigeon 10g/kged .Acute oral LDsy of 33% EC for
ats2.9g/kg(male) and 2.7g/kg(female),acute dermal for male rabbits 6.8g/kg,acute
inhale for r>475mg/m. Pendimethalin is a selective herbicide used to control most
annual grasses and certain broadleaf weeds in field corn, potatoes. rice. cotton.
soybeans. tobacco. peanuts and sunflowers. It is used both pre-emergence, that is
before weed seeds have sprouted,and early post-emergence. Incorporation into the
soil by cultivation or irrigation recommended within 7 days following application.
Pendimethalin is available in emulsifiable concentrate, wet table powder, or
dispersible granule formulations.

In the article, N-(1-ethylpropyl)-3,4-dimethylaniline was used as starting
material, we studied on the synthetic process of Nitrification by batch process. We
determined the concentration of the nitric acid is 35%,The amount of nitric acid is
N-(1-ethylpropyl)-3,4-dimethylanilinel.05 times, the reaction temperature is 40 C,
the reaction time was 30min, the reaction was complete in the salifying process; in
the nitrification process, We determined the concentration of the nitric acid is
55%,The amount of nitric acid is N-(1-ethylpropyl)-3,4-dimethylaniline 3 times, the
reaction temperature is 46-55°C, the reaction time was 2.5h, at the same time ,we
carried out a continuous stability test, the average level of Pendimethalin is 96.5%,
with an average conversion rate of 79.8%.

On this basis, We studied the synthetic process of Nitrification by

continuous process,When the total flow is 1.2ml/min,it can be synthesized



Abstract

continuously Pendimethalin TC, the content of Pendimethalin is79.89%, Compared
with the intermittent,the Content of product is higher 2% ~3%.and the Nitrite
content of Pendimethalin was less. In the process of denitrosation,We used
FeCl,4H,0 as Scavenger to remove nitrosourea compounds of Pendimethalin TC,
after 3h , the concentration of N-nitroso-Pendimethalin below the detection level

about 100ppm.
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Pendimethalin;nitration;herbicide;Continuous Synthesis



