CN 103749464 B

(19) Fpfe AR T F0[E E R HIR =15

(12) %FH&E#

(10) NS ON 103749464 B
(45) 15 H 2016. 11. 23

(21)BiFS 201410026201.9
(22)BiEH 2010.05.21

(65)E]—EBEHIE AR CEk S
BHIEAHS ON 103749464 A

(43)BFEAFHH 2014.04.30

(30) L FEANE HE
61/180,941 2009.05.26 US

(62) 57 RIFFIEHAE
201080022898.2 2010.05.21

(73) FEFIAA P RIABRBARA R FUE A A
k1| S ESE 371¢

(72) RBAAN F15

(74) EFRIENA R R A AR 5T
AE 11021
KIBA i%E
(51)Int.Cl.
AOTN 43/64(2006.01)
A01P 1,00(2006.01)
CO2F 1/50(2006.01)
AOIN 35/02(2006.01)

(56) xfEk ST
WO 2008/088632 A2,2008.07.24,
EP 0439130 A1,1991.07.31,
GB 2349630 A,2008.01.02,

BWER MXE

BOMESRFTT B 4581

(54) ZBA BT

I TS R R AE A A AV
(57) 1%

B ED, Frid N EMAEWAE
% WAL - (3-SR EE) 3,5, T-=F k-
I-EE SR =GR ) -RsEEH b I NE =
LAY R &Y. 24 & T TRk
B KR R



CN 103749464 B W F E Ok #B 1/1 K

L TS P A o OB 00 A L £ TS AL Al
V10 TR A RS A SR £, SO A S A SR S YT 135
SRR, 3,5 =2 3, b BT A R AT

2.~ BT Rk Ptk SR B B T P 7 L A T3 5 A
BRI ZR LR BUE A4 & A .

3 MU BURIZER 2100775 S MR 8K 36T 01 A T T 4
e,

4 A RURI R 20077 5 B BT K M Ak B R AL A0 FE BB A R
SRR FEATK AR R [RISIE KA IR I T4 B k) KL
R AR, B BRI AR ISP 8 D IRAE I B AL W,
TG STV R AR R R

5 R BURIZE R 200 HEf B A P Ak B AL 2 HE B A R 4
SRR FEACK AR R [RISIE KL RN T4 5L e KL
ML BB IR B A A AR UK RS B SAERY R
A SR B AR PO R

6. I BRI ZE R 22550 ) FE— 0 Tk S P A B R T40°CBL

7 R BURZER 25 Y FE— R 75, e B K B 2K S A

S MR BURZERO 738, S P K P 2K R P LA




CN 103749464 B w Bg B 1/8 7

R _EBEREVESMMERE

[0001]  ASHAiE & E Br FH G H 2010465 H21 H L [H B g 5 APCT/US2010/035790 . [H 5
HI1E 5 9201080022898 . 23F HLR B 2 FR A “ I I B 3% AR WA & W0 RIS FH 7327 B FRAB 1Y
A EHIE

[0002]  AHZCHIIEMAE XA 5

[0003]  ZAHIIE ER 200945 H26 H 148 (1) 36 H I FRiE 251 '561/180,941 1) H a5 , Hid
R I A H AN S AL .

& HR <iE

[0004] AUk BRI Ko RN G S B AT T HE HK A B K AR R A R 774 - i
A AL R R

[0005] RHHE

[0006] (RS 7KAE RASSZ AN Jert 1T 2 Tl A ™ 120, JUHIHBUOR SR A AE 7 B E Ak
I DS 8 o 7RI S HRAE P, ok 1 75 280R PR SR AN PR 38 1 Bl 2 4035 G ] s o ™ B [l 0 0 £k 2
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(1) T (MTC) , R S IR B i

[0007] TRt Wi e m] HH B AE Il SR A &4 B ART H 7, G K B P AR K T
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FERR AT - N I AR BT S AN UH S T A A PR S B R R AP 1 6E .
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SR FIAL R ESA o

[0015] [ 7 H A DRI VE 2 A A BH 2H A WA 5 1] DR SE AR 0 TR A 38 S 4h 5 %
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P A F ) SO T8 vz R A, A SCAEE AR T, H A M A K BT
RICTLAEND » KA, A/ B R A P AR KB T

[0017]  FESE—SEHE T &, ARHAEGWE T R A -(3-EMmAHE)-3,5, - =%
F-1-R 55 & NIKE (" CTAC” ) « CTACAL AW 7] PA A M 3 S R A, s xS A A, B0 QR s 2 57
PR TR B o A% 1, " 8 MR e A AR B 2R s 20 e A A RVR 5 40

[0018] et , fEA K B 88 —Siita 77 R K 1 5CTACR B & L & £9100: 121 :100,
BALE50:1431:50, 7 HE S HA%20:151: 20,

[0019] 747 a0k PR A 4R B A FH IR 33— P AR i s2 it 77 22, TR R S5 CTACH L &
FbA&219: 12111,

[0020]  7EBE I — D LU S 7 S, AR M PR I ELBT AL R () K A &R 5 A ik
JE ), WAL AR ZSE T RN, R I 5 CTACH &L ik A 2: 181 : 11,

[0021] & —EEAICTACH] W H Mg EG Ak 2% /A 7] (DoW Chemical Company)fl/BYR] 25 5 Hi b A
UL AN 7 F BB A &

[0022] FESE —SEjE T R, AR WAAME SR BN = (R ) HEF(“tris
nitro” ) R HL , 7E 1% 5 —SeiE T R R RS = (R R R RS R e 49100
1%1:100, EARIES0: 1% 1:50, 3 HEETE20: 15 1:20,

[0023]  FEgk— DLk SEit 7 &b, AR IREAR SEZSEE TR T, R S =%
R AT e E B IE AZ9: 151 :4,

[0024]  FEREHE— DSy &b, AR IR IF BT BLALER (1) 5 KAk R & 571,
W) AEZEFETT R T, 8 S = R ) MR Fird E &L ik A 24: 151 :4,
[0025] = (J&FF L) fiE 2 B e m) I 1 B [ Ak 2 2 ®] (DoW Chemical Company) /B A] %% %
it FH AU AR BN SRS BN B B 1l 2%
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[0028]  H:rfiRy,Re, AIRs ML 1% [ 4L, Ci-Caki ik , C1—Csf fe 3t , B LA 45 H)-Ra—0-Rs i 5%
AR BE AR LA, H A RO b2 1 2 5 ik i 1 P b B A, HL R T Ml 2 1 22 5N 5
SR

[0029]  RIFXIMERANA =R B S, H AR, Re, IR AH A FF B2 e B B2 be
H LI, EATTE L HRER O LA L E MR N E -1, 3,5 = (2R KR ) -1
ZEMANE-L,3,- = - -,

[0030]  flLafedth, FEA R B EE = SE 7 R S ANEA =R HEH 2 2100: 1581
100, BALIE50: 12 1:50,FF HHEHEHL1%20:151:20,

[0031] 4 Aid AT 0 PR 4R R A0 A 3 — AR W S2 i Ty 2, R R 5N =R 1)
Fath22)9:181:9,

[0032]  FEEE B SRiE 7 S, AR A PR AU 3 BT EEALER 1 2 K AR R B Ak R
WA AZEIE T R T S ANE = E sl A 122,

[0033] 4R i 3 TR 7S & =W 542 A 7 T 1) AR/ B ] 2% 5 b ER A 00 AN 0 £33
IR B A £ (BN A TUS3,981,998,US4,978, 51241 /8 US5, 347,007) .

[0034] A BAZH A4 m] T # Gl K PEBCS K AR 2 P AR, WA AE T AT R AR <3
A FRES  3xX L fhk R SEBALHE  AHA R T, 3 N FIR 7= AR 59K, T3 AR s o 24 ) I
KAt K A E K , DR LA gk HE e 2K 5 S8 BB H B, WO 38 Vi A4 , 38 7 i Ad , R
TR R R, ST B A A7, FIAR SR R AU 42 AR 48 BUREL

[0035] 7Kk W ZH &4t m] Fi 4% il oAt oAV RS 7k A 2 ob i e, ok oA b A2
KA R UVA ENEE , A s, B AR &R AR AR e , Hofth Tl 2K, ISR, JRK b2
R, RBFEKGE, & BN TR, & Sflid, WE gk, AKFLHR, BIL A A7), 58
EURL 3 5, AN N ERANSE F ™ o, I B BRI R 50, I LA KL, T BN TRV
A i8R, BLS e AT HEE &R

[0036]  HyAb, iR ] FTHo i S i AR R AW ) 9t BT 280 I R s & 1)
FoAR AR .

[0037] AR EHEH AW T Te i8SVl AE — MUk sL i 7 b, A WAE40 C UL L 1H)
M E T K RS 7K AR & o A — 2D (R SETt 7 S, AK PR B & /K AR R A260°C UL |, BY
F80°CLL E.

[0038]  *qid Ji 57| a1 AN FURAFAE T oK R B B KA BRI iz A Wik it — 2 H 2
[0039] 43 J5i 5 a1 — Wi B8 I AF 78 T /K PR B /K A 22 91 B MR B K A 3 06 38 2 7
i G YIE F3ANE R AL, KPR K AR RAEIZSE T S IR &40 CUL |,
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60 CLL [ ,880°CPA I,

[0040] A4 8+ AN 5100 75 3 B s 56 ik v] DA AR 5 i e i A A W R T A
SE Wy IR S o A5, 5 T A0 5 3% AR DR R 7 PR B 7R AR 2R ) e B 5 3 P 9 e 719 O
I3 RN S R AR R TR e R ) L 7R b | 32 2500ppm. (8] , 8345 42 1000ppm.Z [7] o 7
TSI AR — ST B, R R A H AR MR B A T LR, 2 ST
2355 23500ppm, 1% 471022 300ppm, F HXT TN AL, 21302 £11000ppm , HL1% 250 22 £
500ppm.,

[0041] AW 25 7] B in N B K PEEE & K AR &R, BRAE NN 22 Rl FRIE « 45451
WA B AR N R AR G A E R I Tk A AT S AR IR BTk
5 BTl F A A 0 sn) o G AEAN R T+, 2R s P55 B/ JE S SR A W RN 4 5 R e i 5
SIERE A, A/ B AR R A

[0042]  f FHFA UL B 3 1,7 J5e 387 A0 55 B RN =7 7 i e 3 4] o A0 30k 1) e i 2 A A 5 (A
[ ST A - 7S B - 7 B S NS S~ B S L < S5 - S 15778 O

[0043] 7 Rde B f& He il o S A AR A SC DA b i e SCRA e 2 2 A o 0 e 1) e e Ak i
FEFAEAIR T, R AR 2, 5

[0044] 7NV gE " & FR AL TP HoAth A2z 8 A 2 W) 9 B A TE eI A SC oL B R
St B A o 03 1D IV e 2 5 A R ARSI T, I R 26, W 2 0, S TR 2, T T

[0045] DA s ts T 1 BH A R B, A 5 T PR e FLva ) o B AR S A BT A8 SCR I L
L, AL B E ST

SK it 451

[0046] DA Sk it 1] o 1o i i) Wip ) 4 Fia 2504 FH B R S ot 52

[0047]  Bp[E|{E H+E%(=Ca/CA+Cb/CB

[0048]  H:rf1Ca: 7E4H & FHINE SETRRE — 7K - B 58 4 40 1 2% BE BT 75 (1) 2% AE VD RIA R IR
[0049]  CA: 7E ER AT AN ST L — 7K S B 58 A A T A BE T 75 B9 R AR AT A B

[0050]  Cb:7E2H A Af A SEEL AL — K S Bl 58 A A B AR SR AT 75 B9 R AR MR IBI VA B 5
[0051]  CB:7E ER AT A SEEL L — 7K S B 58 A A A BRI 75 B0 R AR MBI AR B

[0052] Sy Hp IRl VE FFE B (ST) R Aok , A T 1 #0 H] 18 FH F8 B3R on B [F 4 A, 9 L
KT B EE TR SR R s P E R .

[0053]  ARAUSAAEH RN T A0 & A7 vk ] TS R 8T AR DL R sEa
A A2 ) -4 B () A o ) S A3 R AE TIE I () 4 I ELE R R AR R R R
BT E I KBS A A B SR FE T 75 1 S AR R 2 o A — B S 4o v, Pirak Ty
VAT B (6 T R A EON TR A2 AE) B #5A T E Br LR H i w02009/
03900417772 , 1 Bl b L R H P £2 51 76 N

[0054] KA1 .

[0055] X JRAAANE , ) /% /CTAC, LB/ = (FRF ) AR L (tris nitro), Mk —
B/ 7NE-1,3,5-= (2 438 -3 - = (HHT) 20 A (W TFAG

[0056]  #F IR, /S T ShiEW (3. 1183g NaCl, 1.3082mg NaHC03,47.70mg KC1,
72.00mg CaCl2,54.49mg MgS04,172.28mg Na2S04, 43.92mg Na2C03,7E1L7KH) F i EH 4
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3540 PR AR SRB S A P L 1071 0°CRU /LY L TRV V5 o 435 K 055 45 W REBAL S P
AR VB 2 ) 75 4% gk B T AL L 2451 25 MI7EA0 CHEL 71 24/ 2 I B2 35
52 4 4 2% B (MBC) B A AL IR0 e . 4 LIE B T TR /CTACHL A 0 253, R 29
TIR RS/ = AR R4, O FLRSIC A T s/ HHTAL A1 24

00571 el i, CTAC, ik %/ CTACHL 2 b1 % B4 BIHY A A4 AT

[0058]

RS CTAC | MPCUREA ppo) PR
HER GG PR wiw) T CTAC

1:0 5.3 0.0

9:1 52 0.6 0.98

3:1 3.4 1.1 0.64

;1 3.1 3.1 0.61

1:3 3.8 11.3 0.80

1:9 3.6 32.3 0.92

0:1 0.0 133.3

[0059] k2. M, = (R FP 2k ) AH AL R Joe , A i / = R R 6 ) i 2 PR e 2 5 10 PR 2R
T R A ERTT

[0060]
I b R MBCHE PR ppm)
FEVR B R I L JPa— SORWED | rRfEH SR
G R wiw) o T AL H e

1:0 4.0 0.0
9:1 38 0.4 0.96
3:1 36 1.2 0.93
1:1 3.0 3.0 0.83
1:3 3.1 94 0.99
1:9 2.4 21.6 1.09
0:1 0.0 44 4

(00617 %631k % , HHT, A1 % /HHTZL £ o A ATBIE 2 0 -
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[0062]
BZF%l; HHT [ L vavl_?i(‘{ﬁ‘f@}:ﬁ!J ppm) A —

FOEPER wiw) 13 HHT
1:0 4.0 0.0
9:1 3.9 0.4 0.97
3:1 3.8 1.3 0.95
1:1 3.4 3.4 0.89
1:3 2.7 8.2 0.74
1:9 2.5 22.7 0.80
0:1 0.0 133.3

[0063] R 1-3 Frow, % I 5CTAC, = (B2 FF AR ) R AL FF 6, BRHHT I A A AE R L E & L
T EA T REASRBR B A AR o AR A JE o 8 R, BURA E TR TR
T () 4 T 4 o

[0064] K52,

[0065] Xt mid AVE AL 6 T IR AN , % 8 /CTAC, % i/ = R L) it
ke (tris nitro), M¥ —fE/ NG -1,3,5-=(2-$ 2 3L)—5)- =18 (HHT) 20 & i vEAh

[0066] 75 PRA I Y, il % E Sh ¥ (3. 1183g NaCl,1.3082mg NaHC03,47.70mg KC1,
72.00mg CaCl2,54.49mg MgS04,172.28mg Na2S04,43.92mg Na2C03, £ 1L H ) & gk
JEHI R AEMIFITE R AR A o K 28R WP T 10 52 10°CRU/mLy HH 4315 1) R4 SRBEE
AEARFILOppm B B FFh R IR B AES0 CHE IR R IR B 2/, SR S At e vl
H SRBEE AR AR IR SR AR DAL 7 o SR AR DR T 110 IR AR 2/Ni) P SRR 4 /099 . 9 %6 41 B sk /D BT 75
(1) e AER A AR D 7R S 17 A 5 o B VT SR P R 4 PR B AR 47008 T I % / CTACHH A [ 45
OIS TR/ = (GRH ) AP e nI 45 3L, IF HR6IL & 7 R i /HHTAH A (1 45
[0067] 4. [% &, CTAC, R - /CTACH A &1 % iR AN & BRAL IS4 T 1) PR A 1)
AT
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[0068]

WFAE 2 DA 99.9%41 B
G Y CTAC [ | ARAEIT e B2 A B O P
H GG PER wiw) ppm)
T CTAC
1:0 8.7 0.0
1.5:1 4.3 2.9 0.51
1:1.3 43 5.9 0.51
1:2.7 4.3 11.7 0.53
1:5.4 4.3 23.4 0.56
1:10.8 2.2 23.4 0.31
0:1 0.0 375.0
[0069] 225 [ e, = PRI ) A2 A o, MR RS/ = (R FR ) S R A5 2014 0 L AT

B ISR AT I RS A AR
[0070]

e F 14

KR 2 DN 99.9%2 13
PR ORI | RBRIIT B A A G
RV AL RS LR ppm) W e %

GEPER wiw)

v

1:0 22.5 0.0
4:1 11.3 2.8 0.52
2:1 11.3 5.6 0.53
1:1 11.3 11.3 0.56
1:2 11.3 22.5 0.63
1:4 5.6 22.5 0.38
0:1 0.0 180.0

[0071] %6 /& &, HHT, AL - /HHTAL & Bx i A s SRAL a6 1 [ RN B Y o3k
W7
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[0072]
XFFAE 2 /NI 99.9%41 T
)Jc;. ?%U HHI (RILE | A HERT T A s O B
BHEPEAR] wiw) ppm)
L HHT
1:0 15.6 0.0
2:1 15.6 7.8 1.06
1:1 7.8 7.8 0.56
1:2 7.8 15.6 0.63
1:4 15.8 62.5 1.51
1:8 15.8 125.0 2.01
0:1 0.0 125.0

[0073]

MFRA-6HR T AE H, X B 5CTAC, = (B 2% ) g AL B 45 , BCHHTI 240 A /e FEde 5

SN AT R ER A E B S A R 1 PRAESRBIN B FL AR Y o 24 A AR AR i HE o
fo P BATG )R] PR T R (R 4 T 45 1

[0074]

SR AR b COARYE A (1 SE 5 AT 7038, (H R AEAR 2 A ) 5 A

VUL P REAT At o 2% H R DR L TR 2 R i (S AR S 2 o 8 — AR DS A b B AT B A AT
ARAY A3 P S BRSCEE o S A, A HR I SRR i AR AR W] I A B R B LS BT A
FFFENCU T BRI ZER AR BN R B AR TN R IR
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