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(57) Abstract: Disclosed is a preparation method of phenoxycatboxylic acid herbicides. The prepa-
ration method comprises the following steps. S1: mixing an anhydrous phenol and a basic substance
Cl O—Ry-COOH  with a chloro-substituted carboxylic acid ester and performing a one-pot condensation reaction in
an anhydrous system to obtain a phenoxycarboxylic acid ester. The chloro-substituted carboxylic
Rs acid ester is represented by the formula CIR | COOR, in which R is a C1-3 alkanediyl or alkylidene
) group, R is a C1-10 alkyl group or a C3-10 cycloalkyl group; S2: the phenoxycarboxylic acid ester
undergoes selective chlorination with a chlorinating agent in the presence of a first catalyst and a
second catalyst to obtain a chloro-substituted phenoxycarboxylic acid ester, in which the first cata-
lystis a Lewis acid, and the second catalyst is a C5-22 thioether compound, a thiazole compound, an
isothiazole compound or a thiophene compound; and S3: the chloro-substituted phenoxycarboxylic
acid ester undergoes an acid hydrolysis reaction to obtain a phenoxycarboxylic acid herbicide rep-
resented by formula I, in which R3 is H, Cl or CH;. The invention is capable of improving product
quality and production operation environment, and produces little solid, liquid or gaseous waste.
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B IBEE FRHEIEYW, ZRkG MRt ExR
{747) : AE, AG, AL, AM, AO, AT, AU, AZ, BA, BB, BG,
BH, BN, BR, BW, BY, BZ, CA, CH, CL, CN, CO, CR, CU,
CZ, DE, DJ, DK, DM, DO, DZ, EC, EE, EG, ES, FI, GB,
GD, GE, GH, GM, GT, HN, HR, HU, ID, I, IN, IR, IS,
JO, JP, KE, KG, KH, KN, KP, KR, KW, KZ, LA, LC, LK,
LR,LS,LU,LY, MA, MD, ME, MG, MK, MN, MW, MX,
MY, MZ, NA, NG, NI, NO, NZ, OM, PA, PE, PG, PH, PL,
PT, QA, RO, RS, RU, RW, SA, SC, SD, SE, SG, SK, SL,
SM, ST, SV, SY, TH, TJ, TM, TN, TR, TT, TZ, UA, UG,
US, UZ, VC, VN, ZA, ZM, ZW.

B EEE A EH, ZRE M RAERHhX
f£3) : ARIPO (BW, GH, GM, KE, LR, LS, MW, MZ,
NA, RW, SD, SL, ST, SZ, TZ, UG, ZM, ZW), EXIF (AM,
AZ, BY, KG, KZ, RU, TJ, TM), Ek¥ll (AL, AT, BE, BG,
CH, CY, CZ, DE, DK, EE, ES, FI, FR, GB, GR, HR, HU,
IE, IS, IT, LT, LU, LV, MC, MK, MT, NL, NO, PL, PT,
RO, RS, SE, SI SK, SM, TR), OAPI (BF, BJ, CF, CG, CI,
CM, GA, GN, GQ, GW, KM, ML, MR, NE, SN, TD, TG).
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—HERABBREABRENSGHNEFT &
AwFHEKLFT 2018 %F 03 A 19 AaRXFTEEANE., #iFFTH
201810226589.5. KA LA “—HRAARMR AR ENH & HE” 9 F E+
A PR, EAFRANRBL T AESERAFIFF,
AR AAB
AR B I RAARARIR, LEZ R —FRARIR LSRR 8%
7 ik o

ERHA

KAARBEAR IR KT RB IR, B F LR FR B, REERE
SEHE, ERLEFAT 5. FAKRRESHNS BN L& 5E0IE: —
ARFT FE—ARRTFRR; HARTAENEEA—NRE; FF LS
ARRAGBRARLE, EPUE 2, 4 ERROLEHFTERS. BT RFRAL
FAMENEZ T, THARR GG FER A Lk &P RS ORI L

RER R ABER . ZERFRCHELAUATEMBEXNGRAARRENES:
@

I
CIQO—FM—C—O—F@

Ra  a;

Xaw, RRAZBRFHEA 13 R ASkIEE, RoA H R TFHA
3~10 #9dz R SR R A, R34 H. Cl 2 CH;.

AR ERRE R LEREARREREN (R A W) B8 &TRER
HUATAADE: (1) Al A 227, 23 HFERE; (2) AR 7255
MEAHT LS ARARATHOR L, IR REZTIBRL, Lk, FIXAR
BRATRZREHPRE, BTEERAARREGREN,

EGEY, B (1) 2 EKE LA VR 0 RO Ak, $RA
FOGTFEME, MBLEARBREE, mE () FF, ARBFPH_AH
LA A RERST AL, A= AR EE RO B &4 R - 3%,
EHEFEREEH ARD . ARRXAARRN R, UEASEXKENSH EL
R AR BRK, ZRREEN K, AR AT, FH, “HORARKE
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hER PSR ER, XA A AR R ER R T ARG,
FEsedn U E . WO, TR FRILARA R AR R IR FH AT AT s ol Al it
AN, R A 2EARKR, AR TR, #tmiEr B TagIRs
Folt B E

XARE

BT b, AR B 69 HK B LA TR — AR AR AR 5] 6%
&FHE, BHEREES oSN A G R, SRR =R T4,

AR PARBE—MRAARRERINGH & F &, GFEAT F k.

S1. B AAKEr, B R 5 EZRARREERE, £TKRKREZFJIT—HES
SRR, FBIRAKBRER; P LKA T AKKE RAAKAR FE

Pk FARA R BR ey A4 CIR,COOR, H ¥ R\ #t AR FHH 1-3 8L
AR KL, REAREBRTHHN 1~10 IR LA RFERTHKH 3~10 BRI A ;

S2. AT K AR BRBGIE F — N Fe f AR A ENFHT, 5 A
R FAT BN A, BRI ERRKAKRE; rEF— N L B S8R, P
W EAH B B BTN 5~22 a9 FEE RS BR T AR 5~22 Rl
R A B TR 5~22 0 ok R AL R R TR 5~22 #9eEey KAk
o4

S3. WAk FMRR AR BRBGHATERA R L, 1328 X 1P 09 R AR PR £k

2 F
C|QO—R1—COOH

Ra EV
KRIP, RiIZEAHERBRTHRA 130 BiA R K024, Ry Ho Cl& CHs,
iy, S1F|E, Prk s i AR BRAL ., SRBRAN. AR BRAT SRR 4.
i, , S1 F %P, PR LKE a6y FERILA 1: (1~1.08),
Pk KBy 5 ARKR BB JE Rk 1: (1~1.08)
ik, S1 HFHY, PRBEEREGREA 60~120°C,
ik, S1 FIEARG: L AKEr. SR L Z KRR ERE G &,
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ki@ R, 2h~5h G138 %a R ik, ik, BT, FERARMEE,

Rk, S2 FHP, R EATHARA. LA R

Hikre, S2 FHF, TR RAKRREES FALF 69 B RLA 1: (1.98~2.4),
S3 F ¥ R A Cl;

R, PTEARAARRKREE 5 ZMAF 69FERIEA 1: (0.99~1.2), S3 FHKF R;
1 H 2 CHso

i, S2 FHP, MEFE—EAFNGAENRXAARBREE ZH
0.05%~1.0%, Pk % —AERF G AR AARREEET E 4 0.05%~1.0%.

Rk, S2 TP, Pkt MR R IREA-20~100C

ik, S3 F|EY, PrfBRAEAT B 69BR A LB, ARER. ARER RERER X4k
o

A K BAAE R B 2245 & SR K B BRER, KRG EFME AN A m AARK ALK
B, REMMERRAARRELRERN, BIA SRR, KK OH K
o T B A ] AR BRI 09 A et B, MAR R EAL 48T B0y B3 &
A, MRKWKET AR fifet ZOGHREFRE. ERELAT, B, B85 &
RABRBEER KRR PR —REEE, ML 2F A 5HAERBR A2 R
Wby oKk, LI EERER, EALEFIEFLEREF A5 AR, AAX
RARBREIR, MAMERT ZRREE, ZRAEEE ., RERAfIEH,
TR R, PTER AR ER IR AT =98.5%, EIE=98%, KK
ABY N BAt, Bl A B ENAB AR, 32T SRR AR AR ER,
REUC T AKX EL T ARSI K, BFH T Fombgli®, FH, KX
B8 AT T ARG 63T, AAEL T & COD. m#h ke =4, FE/ZHE
(2B a4 6= HERYT 50% AL, =k =dhH THRKEEGEK, =
JE A T ps K hE T
M B 5L

B 1R AR 1PTF 248 KA TR ZALIRAER;

B 2 R A KB FEHS) 6 PTIF 4-8-2-F EARATROBHLIRAER,

EREHRT X
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ARPRBET — AR EARREGZRNGHR & H &, QBAT IR

S1. ¥ 7 KBy, MY R 5 ERABREL RS, £ AKKE T HIT 4R
SRR, FBIRAKBRER; P LKA T AKKE RAAKAR FE

Pk FARA R BR ey A4 CIR,COOR, H ¥ R\ #t AR FHH 1-3 8L
AR KL, REAREBRTHHN 1~10 IR LA RFERTHKH 3~10 BRI A ;

S2. AT K AR BRBGIE F — N Fe f AR A ENFHT, 5 A
R FAT BN A, BRI ERRKAKRE; rEF— N L B S8R, P
W EAH B B BT RN 5~22 9 FEE RS R T AR 5~22 Rk
R A B TR 5~22 0 ok R AL R R TR 5~22 #9eEey KAk
o4

S3. ATk FRIKAABRBG AT IR R, 158 X 1 P17 09 R AA B RIR

2 F
CF—<::2%—O—RrCOOH

Ra EVE

KRIP, RiIZEAHERBRTHRA 130 BiA R K024, Ry Ho Cl& CHs,

AR RO R BRI LR TR 69 H & 7 R & £ = NG,
HFHEA =S RAF. kES. ZRIKFR L.

A R AP VAR Ay 22 RAT, WA P BN — R g i U ARAR
BREE, T—RIBATHRIRE, FEIRAARRE. L+, KAWL GR 24
KBy BARF B

A KPR ZARAR B BRI XA CIR, COOR, X F R & B &R THA 1-3
09 T AR BOR Ak, B4R4g, Ri=CH,. CH(CH3)# (CHy);o R it B &J7THK A
1~10 8932 2 a8 F 4 A 3~10 a9 2R A, ikt AR T A 1~4 69tz K,
B RROGFEHRE T, TRIKAREEAN X CRTE., ACRTE., ATRF
ABS, ACRRIETE., A CRAFTE. ACKRFTFE. ARRETE., AR
ERE, ATHRUEBRAT R FFE,

AR e R BBy 5 SRR BB CIR,COOR, L4566 IR AR KRER, AT
H R AARBRBEAIGELA AT E&04% .
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<:2%OR1COOR
<::>%—O—RrCOOR
X II-1;

CHy X 12,

AR EBREG R GENESETHITHERE, 338 NHfRKEAKR
B Pk aiobedh RARIE A s BRAE . BRBRAN . #BRAT R B M. £ R KPAF, B
5 EARABREWERLT R 10 (1~1.08), #®ik 1: (1~1.04), #ZH & 1:
(1.02~1.04) . FTE L& R GGIRET A 60~120C, ik 60~100°C, £k
80~100°C. FTiFsE &k diE, URFAR TS, AP LERE—KA
30~50C .

R KGR0, PR ETLER S0 Ti#i7, LAk#, KK
BF) 52 3 ) — 2 HL AR 69 T KB | AAe KA BRBE — R AN R BB P, iR E—
®IRE, MR R 2h~5h, 3B %Ak, Bk, BT, FRRALRRE.

b, P ay s RIS IR, SR, HIRT AR . AR APTHE T
KB ST FE T KRB ST RAR T B, AR K BT R 84 T KB 2 35K 5 <0.1%89 K By
RART By By HaRe9 E R A 1: (1~1.08), ik 1: (1~1.04), #HiE 1:
(1.02~1.04), Fr&ME 5 R RABMBSGERLTHA 1: (1-1.08), ik 1:
(1~1.04), #HLZE 1: (1.02~1.04); HBAERERE—FAA 60~120°C, ik
60~100°C, % #£i% 80~100°C .

REOFEaFZF P, mh 2 RREBEEELKKRRE P KA —#k%E
b, T2 = AR AERB A b 3N 4R, LRFLRBER, #A
A FARFILETRA T AL ARE . AR RARBRE K, MRBERT =KL
g, ZRAEERE ., IR A fe 4,

FRRKAARBREG, AR FH5] @1 AN — 2 o] 69 5 — AL ] Fo 55
AR, ABT—EREThA—L 2 AT S#TEHFRIANERL, N
% ERIR R 0.5h, 133 & ARK AR BRES .

BERRAF, P s — K A3 5B . 8% T4 — e -F3 a4 R
AT HATER s A K OAPTE S B BT BRAE LR —AR A (1) 4 Mg, Fe. Al
Zn. Ti & Sn &9 7 AL4; (2) 4 Mg, Fe. Al. Zn. Ti 2k Sn & & 4L#; (3)
AALAr, 42 BFs. SbFs%; (4) T# £444, 4 Pb(OAc),. Zn(OAc) %,
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HARag, Pk 8 — B FH 8452 FALET SnCly, MgCh. FeCly AICL. ZnCl.
TiCL. BFs. SbFs. ALOs. Fe;Os. TiO>. Pb(OAc):. Zn(OAc), % ALO(OAC),
% H MgCh. FeCli. ZnCl. SbFs. TiO>. Pb(OAc),, #thitH FeCl. TiOa.
Pb(OAC).

ERKAY, Pt BRI BT RA 5~22 e R I o4, aUR
FRKH 5~22 09Kk RSV BT KA 5~22 6 RErk RS KRR T K
A 5~22 ayekey RACE Y, KA IR T HN 5~22 a9 miEE, ek, FErd, &
R EMNE I RATAEY, OFBETRRTRT AT EAR, KT AR, KA
B, 4,4'-Z FRAEE, 2-F A RKAE., 24,6 = A RAEE., 44K 6T
A3 HEREY), Rk, 2-CLHAEeg | 252 FEek, 4-F Rk 2T AE
L ek, 45- T F B Fmed, S-EPEE, 245-Z T A FRE, Ry,
2-F ey, 2,5-ZF ARy, 3-FEW . 34-FEw. 234-Z 8K, H
PR ERT AR, 2,4,6-=F EORAEE., 44-F AR (6-3 T £-3-F L KB .
- AErg . 25-ZRoEvk, 245-Z T A FE, 45— FEL FEd, 34
ZAEEY ., 234-Z 50K, RHRERTEARE, 44-ARR6-8T E-3-F %
KB, 2,4,5-Z8T A gk 2,3,4-Z308%

TE KR PR 6G5EHA0) P, PTR 5 — 1AL F) Ao/ B AR F] AL ST A f ey
T RAGAE, BPA RBAEH; Kk BT EARLAER (Z280 N R4k
), BAREGEEZRF A REETEAR L, AR FE ZELF 4 7
BEHAH 10%~20% 5%~15%

TR Z B Ao AR R SRAME AL 69 5256 10) ol it K48 o B R R Ao
7 su AT fE B FARK BARBRES; f 2300 % — AR A= 5 LK) 3 A 57 A
B FHBIF, TARER B mAZE BT RFIELT 5IARKAAR KRG
B, M6, ZHE KA _BAAER TRESZ AN, £E1F 2T
JEEP T o B 13 B AR KA IRER, B RAT 2 a5 B THER L BT,
BlOFHR & THERF AR 2E, 87T KEMRA, W BL45:E SR8 iR
15

EREAGFERPY, TAE—BULANGAETARARRE 4
0.05%~1.0%, H#EH 0.25%~1.0%, FHEH 0.5%~1.0%. Pk —4EALF] a9
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METAHRAAKBREETEH 005%~1.0%, itk 02%~0.8%, T H&EH
0.3%~0.5%. % % —HEAFA { BREEF 697 KA £, 7 HAEELFH T A
BRI R B N K EALIRBSEZ 9 0.05%~1.0%, HKiEH 0.25%~1.0%, T4 ik
A 0.5%~1.0%, Heib RBAAER] F 8 H UK A48 R EHT A LG E— L
R, FH—ERRGAE RS AZ=NHEE —ELAGERAEXAHE, 5 F
ZARF A R BRAEARK] 69 X AR, AR A RS AE AR
AAPREEE &89 0.05%~1.0%, HRiEH 0.2%~0.8%, FHEH 0.3%~0.5%,
A R BRAMET 09 A RS A R T HAR LA AR, B R AY
A RE=0 8HA F EALFGERE X 7 #HE,

KA FAFL LA ZA . BABEZA AR, LML A F AN
Fo AR IEPT B AR B ARBRBE 69 R IR Lt 3 2L, 3 8] SRR AR BRER
A KPR g B R AR R R BT A -20~100°C, ik -20~60°C, £
20~20°Co A KPR ZRK ARG A AGELA AT MR :

c:|ﬂ 0O—R4-COOR
T\

Q—@@—m—mm
| N X, 1I-1: Cl X, 11-2:
i )
aﬂo—m—com

=\

s X, III-3.

ARPAPTER BAARBREES FUCH A BRI T AT &I SR ARBREEA
X I-1 B BAR #4404 X 12 X, 53R 60 Rk 1. (1.98~2.4), %
# o1 (2~2.2), £ 1: (2.02~2.06); BRAARREBAXN -1 LAIR >4 A
K II-1 88, 5K ERLA 1: (0.99~1.2), %k 1: (1~1.1), £Hik
1: (1.01~1.03); ¥ XALZMBEAKX 02 i, LE5HZLFGERAY 1:
(0.99~1.2), 4k 1: (1~1.1), #4&E 1: (1.01~1.03),

AR R R BARBRBG R AL, 33 ARRAARREE. KB, ¥
P ik RARR A AR ES ST R AR R, 138 X I P 9 K B RIR R ¥ H . HE,
P 7 A 09 AL A T B IR TR AR PR BRA AE RL R, B4R B R AR B ABE
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KERFEaP) @I L ZNRARREEFY MAN— =R, T—2 2K TRMER
K 2h~4h, RIBFAE R EARGEE, RETEBEHRETR, Tk, HFmA)
B SRARIEE, BB TARARR ERER,

A RBAPT R GBR T VAR S8R . BB . ALPR R BR XSO:H $#8M £ %R,
HF X ARBTFEN 1~18 69, FA, MEEFRRmEARF L, F o,
KA OABRFER LR R LA, 53 5095 BT RGBER . BRERAE A BALFH
PRAET 7= o o A AR ALK 69 PEERAE B ARER T4 B BARBRAE A LR 69 T2
T AL AR RO SR L, LT AR T o A B AL T 69 5 3 XE L,

B RRGF B, Tk RARRAARRBEIR I AR R ERETA
5%~35%; BRI AN EHNENRRAAZRIEET 0 04~115. ERKAF, #F
W R AR RORL I3 7T 7 60~120°C, #Rit 80~100°C. A K FABR AR PTIF R A AR £

A

;8

-
M 3 5

| AKX 14H, BARRIEEA T LM .

o w
A ~
— Q—ﬁi_J>—O—RrCUDH
m—ai f}—o-grcooH ={

X I-1: . il
i \,\
il ! — O— Ry -CO0H
_\\
CH

g X 13,
KR R, A RARAEBITIFRA

10

N 12

15 R KRR EHF S eE =985%, ik
£ =08%, Kk KAk ik oA R, S BRI, KK 6T &AL
2T A BRSBK, BB T TS IE, AT AR R —REEP) F & B AR
FAhFe g FERL (REEE):

k1 AR —EKAEPIFE AR AR R
H AR~

R R e E
4FRAZBRE (X-1) <02%
24-Z AR A AR <03%

% RAELF A K AR B <02%
A-Z R ARBREE (A1-2) <0.2%

4-F KR & #E B (KI-1)

24— AKX AA KR (X-2) 2
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\

4 FRAAR<02%
2,6 — AR AAK<0.1%
2,4,6- = AR A AR <0.3%
Z R B ZAR<02%

Ay

4-F2-F AR EAAEE (K1-3) <0.2%
2-F A RAABR<0.2%
4-F-2-F AR AHR (XE3) 2-3-6-F AR A A8 <0.4%
2,4- = F-6-F AR AR <0.2%
B RAEAF A HE IR <02%

47 LRTR, KRR BG R AR R AR ZH 094 &7 8k 7 8RB 694
FEAAE R, TR EAL S8 & 69 — B A R, MR E TS fifed
BRI, RRSKE, FE, ARPLEEN T ER RGN, Aiitsd
T% COD. K24, RANEE (23t B2 HERST 50%
AL, ZRSHATRRBEGER, ZRAERAKETH, AT
J o

A T#H—FHIAKE, AT AP AR ARBORAER ERE
R 09 B & 7 kBT IR AR,

AT R0 9, Brib R a9 Rt AT &,

52 64 1

© 95.06g 4B 99%H T K EEY P, AmN 113.48g 4hE 99%44 5% BR shAa
116.20g £ & 99%49 #. LR F B, T O0CT R E 2h, R E T HRERELR, T
W&, BT, JRIKEBETIE S 5IRRE I, AR ATER FES 171.66g, 5 E 96.3%.

W AT R A CEBRTES P, Ao\ 1.72g 4 99% 49 v9 R A4 4= 0.60g 4k B 99%
09 2,5-—FZE, F 60CT MmN 279.41g 4h B 99% 69 FABL RAL Z BN, Ae N
BT PR A TAREA S 0.5h, F 1kPa /&7 T A&MHAIE 115~125CH918 45,
5 2,4-= FK A CBR F BE 234.12g, A& 99.18%

B P 2,4-ZF K £ TR FESF AmN 780.40g K& 30%% % EL, T 110C
TERAR KN 4h, Rl AMR N ARWEE, RETHREREETR, Lk, Him
VKBRS, JEBET, F 24 8K A TE 220.05g, HaEAMAERE R
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—lo—
LA 1, B 1 & 'HNMRMDMSO-d6)iE R ; 4% 98.8%, HIKFEVIRE
98.34%

1|

B 95.06g b 99%H B K KENF, AmN 113.48¢ L& 99%H) &% BR shAa
116.20g # % 99%49 Z. LB F B, T 90CTF AR 2h, R R EEREE R, it
W&, BT, JRIKEBETIE S 5IRRE I, AR ATER FES 171.66g, 5 E 96.3%.

PTG R A CIRTEG Y, MmN 1.72g 45 99%% w9 844, F 60°C T Am A
279.41g $o . 99% W BLBL FAL Z RO, AN ZETREE TRIERZ 0.5h, T
1kPa /= /1 T A4 0k 115~125°C o918 45, 1 2,4-— F R A TBR T B5 214.33g,
A& 98.71%.

B P 2,4-ZF K £ TR FESF AmN 702.36g K& 30%% 8L, T 110C
TERAR KN 4h, Rl AMR N ARWEE, RETHREREETR, Lk, Him
VERKBRIRG, IRBHET, £ 2422 KA TE 200.82g, A= 98.7%, &
A E VKT 89.67%

te & A5 2

B 95.06g b 99%H B K KENF, AmN 113.48¢ L& 99%H) &% BR shAa
116.20g # % 99%49 Z. LB F B, T 90CTF AR 2h, R R EEREE R, it
W&, BT, JRIKEBETIE S 5IRRE I, AR ATER FES 171.66g, 5 E 96.3%.

CPTIERECEBRTE P, MmN 0.60g %2 5F 99%49 2,5-—F &%, F 60CTF
AN 279.41g % E 99% 89 FLBL RAL Z R, A N T BT IR BT AR GE R 0.5h,
F 1kPa /& A T ARMEHIKE 115~125CHt8 5, 13 24-—F KA LB 7 ES
192.62g, 4 & 98.60%

B P 2,4-ZF K £ TR FESF AmN 780.40g K& 30%% % EL, T 110C
TERAR KN 4h, Rl AMR N ARWEE, RETHREREETR, Lk, Him
VR TEG, EEHBT, £ 24 HA KA TR 180.71g, &= 98.5%, &
A E VAEB T 80.53%

t & A5 3

% 95.06g %% 99%H K KB, Ae N 113.48g thE 99%%) 5% BR 4hAe
116.20g # % 99%49 Z. LB F B, T 90CTF AR 2h, R R EEREE R, it
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W, OBT, SRR BT 80 5IR RS, TR A TE TER 171.662, A& 96.3%.

F 60CT @K A CBRTE P AN 279.41g b 99%4 LB 2L Z R
R, NG E TR A T ARR B R 0.5h, T 1kPa & /1 T &4 HlcdE 115~125°C
W, 24 FF AL TE 173.78g, 4% 98.47%.

B PTAE 2,4-— K LT8R P ESP v\ 568.13g KA 30%49 282, F 110°C
TERMAR 4h, BEAHA S ERNEE, REZERBETR, $)E, Hio
YR BRIES, BT, F 24 AR ATR 160.82g, &F 98.3%, &
A E VIR 71.52%

52 3014 2

61 109.23g4b B.99% 89 T AKAR F B &, A2 N139.61 g4k B 99% 49 4% BR 47 Fa
152.14g%5 £ 99% 89 F.CBRET B, F120C R Hdh, R BT E%REE R, T
W, BT, BT ES 5IRREHF, FAATRACTHKETEI229.80g, 2
#96.0%

W PTIFAR T R A LR ETE Y, MmAN1.04g4 K 99% 09 ALk F=1.50g 48
9% 49 4 T A& F KB, FT40°C T A mAN118.46g4 B 99% ) LA B &AL 2 R
R, e NTET IR R THRIERAE0Sh, FT1kPak /1 T &M 5 IE 130~140°C
ME 4, 134-F.-2-F AR A CBRE T B5256.982, 4 %99.01%.

) B AF4-30-2-F A OR B CBRIE T B Am N1370.55gK & 15% 09 8%, T
T0°C T ER AR R R 4h, BB A B R £ mA9EE, RETHEEREER, Tk,
AaFORBLERIESE, BB, F4-2-2-F AR A TE201.33g, 4 £98.5%,
He A F VUAR F B2 1198.89%

52 31493

161 95.06g 4k & 99% 49 T /KK Er P, Am N338.98g 4k & 99% 9 4 BR 4. F2171.30g
% 99%692-F B IET By, T8OCTF AR 4h, R ZERRERR, T)E,
BT, SPRERTES 5EREHF, F2-RALRKIET 8522090z, 4=
96.2% o

W PTIR- R AL AR ETE T, AmAN1.73g5k B 99% 4 £ A48 420.12g%5 B
99% &9 # T A AEE, T 100°C T 8 AN76.89g5k B 99% 49 & AAEZ B, MmANZE
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P
T ok E B T ARIE R Z0.5h, T 1kPa/E ) T A4 Ik 130~140°C 4918 4, #52-
(4-F KAL) WERETE257.60g, 2%98.77%.

6P A32- (4-F KAL) WERE TER P mANT21.28giK E25% 09 B ER, T
80°'C TER AR R R3h, RIBTA M RS A& RGBT, RE ZEERERR, ik, I
hey RS A R, R, 52- (RFEAK) FER200.46g, 4 E98.6%,
B R KRB 7198.56% o

52 7114

%195.062%% %.99% 45 T K KBy P | A NT6.13g4% 5 99% 49 5 BR 42 2256.37¢
%0 99%09 2-F A BR ERXBS, T100°C T R 23h, RETERRETR, T,
BT, FREBRTES 5RERESF, M- KAKLFHRIERKASR23e, &
95.9%

) P AF2- K A A AR EREE T, mAN15.90g 7 B EH 20% 49 FACEE/ R
R AT A23.18g 71 B F H5%692,4,5- Z 8T A FeEed/aE IR 7 HA B
Fl, F100°C T i@ N170.45g%8 F.99%49 F AL Z R R, A NZEF IR B T &
R 20.5h, LiE, F2- (2,4-ZF R AA) AERIERXE374.49g, 2 &98.89%.

w) AT AR2- (2,4-— &K A4 ) P BR ERES P e N1497.97g K 10%49 = 4. F
ERER, T100C T ER AR R 5 2h, BIBFZ R RO AR e9EE, RETEEREER,
IR, ey BKBRAIEEE, BT, F2- (24-ZF KA KD WER234.18g,
4 98.8%, HEAFEVIRINIT98.42%.

52 3455

15 95.06 4% B 99% 49 T KK By b, Am N 111.34g48 & 99% 44 5 B 41 4=217.18¢
% % 99%09 AR 7 FBE, T60CT R ESh, RETHERE TR, Tk, B
T, FHREETES HRREH, FRATHRFFE272.92g, 2¥96.3%

WP IER A OB FFEE P, A N2.32g%h K 99% v AL AR A=1.50g4k B 99%
W44 - FRFEE, T30°C T if A N136.72g% % 99% 0 BBE RALE Z R, AN
%8 T RIRE TR R 0.5h, F1kPa/k /1 T &AM I £145~155°C 8918 4,
F4-F R A CBR RFE5298.082, 2%99.12%.

) BT 154- 8K £, G 5K 85w N894.25g K B 20% 0 B BR, F120°C T &
fE R 3h, BIE A d RS A REE, RETERRERE, TiE, FeIEK
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PLAIRY, JEBRT, 4R KA CFR186.29g, A 298.9%, EAFE VIKEN it
98.72%

52 #1416

161 109.23g4b B.99% 89 T AKAR FES o, A N 110.27 g5 F.99% 84 5 BR4A A=
156.71 g4 % 99% 1 4-2. T BR g, F70CTF R B5h, R E THEEREFTR, i
W, BT, HFREBRTES 5IRREI, BAFTRATRCER3021g, &F
96.1% o

)P ARAR TR A TR CBE P, AmAN0.35g%k £ 99% 0 £ A4k A=1.96g48 B
9% #492,4,6- = F A RKAEE, TOCTiBNT8.40g%k K 99% 89 ZAAEZ R, #m
NT BT RIE AT &EAE 0.5, F1kPak /) T A& MEH Ik £130~140°C o918 4,
1F4-F.2-F AR AT B CBES255.82g, 4 %99.29%

) PP AF4-8.-2-F 2R 8T 88 TES b Am N 2046.53giK & 5% + NIz & ik
T 85C T B AR R 2h, RIBFAE R A mo98E, RETEERZEER, L)k,
F Al R IRIE T, IR, F4-30-2-F AR A T B (MCPB) 228.45g,
LA M TE R A ILE2, E2%HNMR(CDCL)# B ; 2 898.7%, & IXF AAL
¥ B 1198.61%

52 34517

161 109.23g%b B.99% 09 T AKAR F B &, A N111.34g 4k B 99% 49 4% BR 4 A=
246.66g%8 K. 99% 49 4- 2. T BR +F B4, TOOCT AR )Z2h, R XEERE TR,
FIE, BT, HFREBRTES BIERAI, BT RAT R FFB5318.59,
4 %95.9%

) BT ARAR TR AT R 7 Es P, A N1.75g%k B 99% i — Bk 420.80g4h
B 99% 49 2- L FErd, F50°C T8 A85.67g4h B 99% 89 B AAEZ B KL, MANET
B WiR A TARRER0.5h, FTlkPak ) T &AM A &160~170°C 69185, ##
4-F.-2-F KR AT B FFE5340.17g, & £99.08%

16 PTF34-30-2-F 2R AT B8R J+F Bs P /w N680.33giK & 35% 49 B8R, T95°C
TERAER L 3h, BN ALR B EREE, RETEEREER, LK, Fm)
BRI AIEBE, IRUPET, 1F4-2-2-F A KA T 8R228.28g, 2 ¥98.5%, E ik
AR T 511 98.30%
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52 76118

95.062%% B 99% 44 T K FE By F | A N150.77gh & 99% ) 5 B% 4742 118.40g
4, % 99%49 F.CER F B, T8OC T AR H2h, RE THEREZTR, LIk, BT,
A BT 508k A5F, ARA LR TEI172.32g, 2%895.8%.

) PT IR R A CBR FEE T, A AN0.09g4k B 99% 4 B BR 45 A= 1.29g 4 K 99% &%
23.4-Z F £, F20°CTFAmA11834gs B 99% 4 LAELFALZ R, AN
7 TR A TR R E0.5h, FlkPak /1 T ARMEH I E110~120°C 4918 %,
F4-F K A B PES200.87g, A £98.84%

) P 134-8 K B TR T BS  Am N401.74giK B 25% %9 BBR , T 80°C T BR FE A
&2h, BIEASREAERGEE, REZEEREER, LIk, FAm)ERERE
B, JEBHE T, 134-80K £ L2 186.82g, A2 98.6%, E AL FE VIKEY1198.71%.

52 34519

1950.62%% B 99% 44 T KBy F | e N 1396.1g%5 B 99% 44 &% BR 47 421379.7¢
B 99% 6 R LB+ A EE, TII0CTARE2h, REXFERREER, Tk,
W, FREBRTE,>HIRRESF, FRACEKRFABE2002.3g, 4 %96.2%.

M PTIER A B FABEY, MmN, TT0CTF il An N273.29g 48 & 99% 4 # Bk
FEZ R, mMAZETREETERERR05N, &, F24-—8KATHK
F 7 B5261.91g, A %98.94%.

BEZRPHEELER R E (FANERA 100mD) AHHmmN 33g THER
10% 49 v9 ALK /AL R B BRAMEALT A= 44.4g B R EH 15%89 3,4-— FUED /K
RBRAEAF, @ —B RN BN N 40.0g RIBPTIER A TR 7 ABS, Htd,
RGT 40°CTF 5 & Am N 54.6g 99% 49 FLBE 2, FFAiBE 3 2 )G 4 % ) £ 38
AN 1962.3g A4 PT1FRK A LB+ MBS A= 2678.3g 99% 69 Bt 2., A& AHAK
b —BBRRE RGN, BRI ERENSE RN R ZBRNE, B F
Z. BEBR R BLAHAIRIZLEEN 40C, REHHRE®R EZBAR
BEZABA%, F8 24— AFXACHFABE, WA RDBRIN G TFEE
K, RafmFRE 2 % FT AR N2 BAAE 30min, HE—, = =
BREHEFPHIHTELEEEZBRAEREANN 24 A RXRA LR AAB
S, F24-—HARXACERFABE 2619.1g, 2 & 98.94%.
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%) P #92,4- = K £ CBR 578 B85 F A7 N20952.627K B 10% 49 2 8%, F60°C
TERAER L 4h, BB A LR B EREE, RETEEREER, LK, Fm)
KRR, R, 824 FERATE2200.7g, A 598.8%, HilkE
VAR B 7198.39%

52 3#.19110

161 109.23g%b B.99% 89 T AKAR FEY &, A2 N109.20g 4k B 99% 49 4% BR 4 Far
155.18g%% % 99% 89 F. LB 5+ T B, T100C T R 4h, R R THEEREER,
FIE, BT, HAREBRTES BIERAF, AT RATRKRFT B5229.67¢,
4 %96.1%

© P AFAR PR B LB T B, A N0.57g4 B 99% ) A A58 H=1.03g%k A
99% 649 4,4 -FRARIL(6-B T A -3-F HRKE), T80°CT i Aw A139.49g4k K 99% 49
REBLAAEZ R, ANTH TR E T ARRRZ0.5h, F 1kPak 7 T A48k
£ 130~140°C 4918 4, 1F4-3-2-F B R AL TER 5+ T B5255.69g, 4 £99.09%-

ATIE 4-F-2-F AR AL AT B P AN 1150.59g K B 20%%9 2 88, T
9'CTERAE R A 4h, BB AHREAERGEE, RETEERETR, T,
F Ay ERKGURIE T IE BT, AR 4-8-2-F AR A TER 199.21g, A& 99.0%,
e A F VAR F B3t 98.29%

52 5645 11

61 1092.3g4b B.99% 09 T AKAR FES &, A2 N 1396.1g 4k B 99% 49 4% BR 47 Fa
1521.4g%5 % 99% 89 F.CBRET B, FT120C R Hdh, R BT E%REE R, T
W, BT, BT 5IRREHF, FAATRACKETE2298.0g, 2
#96.0%

EZRPHEELER R E (FANEARA 100ml) R AN 2682 1 HEH
15% 49 FAAEE/FE AR 1 BAMEAL FF= 40.2g Tt |RFH 10%49 3,4- = F &K /5K 7
HAMBLH], Q% —RRAEZN N 20.0g FTIFART XA CBRETES, 4k,
G T-20CTF 4 AN 10.3g 99% 09 LALEL R, AF LABL R A 76 3 & # L9
g N 2278.0g FT1FAR F R R CBR BT BiAn 1174.3g 99% 49 LB R, M&
MR — BRL E N, DR R RENE BRI EFF ZRRR
B, BEE . FZBREBLAMHERFLEBEAN20C, REWHEKEH
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CZRBERBRAERR, 33 482 FARKACKRETE, Wi &XEER
BT EER K, RaMIFAE RS FTA A e N2 EEA4KE 30min,
‘*\L\/%&ﬂ P TIEERE ZRREBBARAEN 4 2-FA
RACRHRIET Bas i, M 4-2-2-F AR ACHKRIET A 2564.1g, &% 99.13%.

=) P £ 4%2?%$ic&ﬁT%¢mABmﬁ@& 15% %9 388, T
70°C TER AR B 4h, RBlBFAE R g A mi9fs, R % EREETR, 38, H#
dal B RS RIRSEE, BB, F4-5-2-F AR A TE2013.1g, 4 £98.6%,
B AR T B 3198.98%

=

2

i

WAL F B T, KRAAERPTERAAREGREZRN b=
98.5%, B AE=98%, KikKAkiksHFE M,
AR S HM) P — BARE YA e R E A T
E 2 RKRPFRG P — & B AR Y Fe R R HF L
52 76,15 B AR~ 4 RRARSE
. | 4-R2-F AR AT ETES 0.08%, 2-FARALC
4_§L‘_2_EP£‘EZI& 2 & A 2 2z
2 A % 0.17%, 2-7.-6-F AR AT 0.24%, 2,4-=F.-6-
AT o ‘
* VAR ATHE 0.16%, &TEF LA 0.19%
e, | ARRA TR T S 0.03%, 24- = FK ALK 0.22%,
8 4-Z R AW B
2,3,4-Z F % 0.12%

AR AL R By 2245 &SRR AR BRBS, IR G B M L& S KR A AR
B, RGBS MR ARRERIN . ARKR B8 27 B A % H Ak 6 &
RErGy £ 7 Aot B, MARAR LALE T Bl &6 R0 24, MR KET & &%
S S Ae A LG FRAE . HHH, ARKAABALT & COD. & EAK
A, Bt E S (25304 2 EZR YT 50%A L, MRHERT =%
&, =R A E AR R A

AP AR R R B GG 523677 X, B E 484, T RAEARAUR G EE
HARAAREKM, ERBEKKABIZOGATIRT, 7T AME % T st A=idih,
iX Bk A Al AR AL AL R AR R B AR AP TE A .
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