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- (1H) - 1,2,4- = B4 A3 -z -5 - &4 - (1H) - 1,2,
4- Z v,

Ak EaF X P, 3-2A-5- KK - (IH) —1,2,4— =k
B E T A A3 - A -5 - AL - (1H) -1,2,4—- =
, RIR B TEF F#IT: BB BT B3 - 2L
“S5- KA - (1H) - 1,24 - Zwp B Henin T, A 3ER MpHIA
B#4E 0 T7, Zhited R, WA TS w3 - 54
"S5 R - (1H) - 1,24 - =k B H AR T, B 2R MYDHIX
X #e,
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BERBEFTRFTXF, EERI-ZHE-5-F4L - (1H) -1,2,4-
ek P ARK R RERARE, tESE, TR, 3-mA-5- &
A - (1H) —1,2,4- = ey FR4Kk K75 - 100%, = sk B Kk L
FT94%

FEa) KA R A Fmitel, BHRLZTKREHEE
FR 41, ,

5K %6, 18]
N- REAZHAEXRE R AL — 44
5% #1451

F R IR (40.5 gay50 giEHE, 482 mmol, 1.08%), 95%
Z.B% (96 ml)F» —Bifba% (36.6 g, 481 mmol, 1,0% &) EANLH =
B JREAR T, EBEAEA R E , RIRABE B R . iR A
RAE, RBERARAKREERI054, HiRAH, Hikzd 25
5C. A RBFIEMIE R, AL/200 HHERE AL (38.6g, 965
mmol, 2.0% ¥)HEAE TS50 ML 95% 48 F, HWErAFHEST
@, ACILE R BN oA R T, E250 87 NS R N B % 37
HAARRSHT, FANRERFEIC, R FERAY T H1
DB, REEEREREY, HRN- R DR A AR 4
FRAFEATH TR BAFEN - FRE AR T AL HE T a4,

5 6,152
FRAR(10.2 g#950% Kigi&k, 120.5 mmol, 1.0%F),
95% Z.Bf (60 mL) v — & L% (9.24 g, 121.4 mmol, 1.01% %)
AN100 nL= 3 B RBEM T, ZPRMBEEF IR E T, AW, i+
(AF 2 87) At e, sodtiB P RAE T17 nlk ey S a4 (9. 64
15




g, 241 mmol, 2.0% %), PFRERAESHAHILC, L3454 RN
B HNBR, RIGEEHL0°C, AF AL LR A A F15°C,
ATRERAY, BEAWKMAISH . BAR(2X50 L), ¥Eg
ERARHEFTLET, Fi1ogs, Sk FHE5.49 27%) G
ERRN - REA AN EREHE =4, BREkgEF51e g &
B E e,
5% 61513
B T EKARBILW2TE kst N- RE_FHRERAHEEE — 44
RTUAERLCEN, Wi KLBEE (25~ 60% 7K, Hik50% K) KA K
a8 (5-75%K, Hik50%K) P, BEH0-30°CTFHE,
N- RE A NKIE R AR 47
5 36454
R/ AR (125.6 ge950% Kixik, 1.496 mol, 1.0%¥), 95%
Z.B% (350 ml) Fe—&ifba% (123,15 g, 1.617 mol, 108HF)E AL
HORFREREF., HHAKEFEH, A2054AFRANIEL4T
(14,0 M, 213,7 mL, 2.992 mol, 2.0% %), RFINER HEEEE
A4£30°C, K (30 mL) #795% Z.&F (30 mL) F ik KR, HHFRL
2, MIFRERRAZENTHEN-RA _HGREAAHEER T
BE 4T 6 R,
5 36,115
PR A A (15.16 g&950% Kixi&k, 180 mmol, 1. 0% &), ¥
(40 ml)fe —ffbag (13.7 g, 180 mmol, 1.0H%F)FE AN100 mL=3j
B RPEM T, mRMmE A S, BE AR BT, HHEAAT
#, Als{gHr A AR LET(14.0 M, 25,7 nL, 360 mmol, 2
16-

Mg

()

S



5%), FIALR R EFEELE0CUATF, RS2, @
IRRERRTERGRAR, FRTpH, &F#4HEAER(TLO),
HpHfE X T12, 1549 4F/5, B Ao ZBHALEE (3 mL) &5 B iRi3 4
PHA9, SLRBRABENTHFHEN- R R T AR EEL T 4T A

N-REA AR ERAER TEEMN

% 36,156

A AER (160 mL) F= (79 mL) #EEN - A —# R T £ 4% 385 — 44
Kig ik (0.5, FH)2816136%)%, ZEAFIARTFHFLELAE) (32
wt% KE &, 100 mL, 197 mmol), J¥pbixikAH32|5°C, 454
BP A BT sk (28,0 g, 197.3 mmol, 1.00% %) F&E (80 mL)
TeyEk, WRRSWKEEREAST ¥ &Rk (30 glE#n &
Flo BRERETUATH TR BAFEI - 224 -5- & — (1H)
TL2,4- Z AN REACHARERABE —FaE, “RA5%%H
AS - FEhAom M, F5h, TURAREHRAC htdF ko &
B s,

é‘ﬁﬁfﬁh

BB —F B8 FRACR AR FT A E G T4 Bl6, 2P71F = HN
TREASHREAAKELFTEMN(T 9, BERRALES— %8
TR AN - RE AR TR AR = F g,

5% 6. 19)8

AR B (250 mL) AN - K — AR I R BB AR AR (4
U.S. £ 4]28161364)%, ZEAFIARPIFELELLAL) (32 wth K%
AR, 250 mL, 493 mmol), E1244F Mi% & mAmEE —FES (62.2 q,

-17_



493 mmol, 1.05 &), TR HEE A E£50°C, #HIFZRS WL
B, FIR&EEEZIBE25°C, 1IE, BROWEKLEERRY
250 MLegFERK, FERERARE(L L)AR, SEMR LR T
A, BRGEERARALSO nL, FRETIAAE AT 3k —F B 5L %)
B3-HMA-5-REA - (1H) -1,2,4- Zek EN- RE AKX ELL
R T8, “RASBHAAS- FEWERM, Hob, TAHM
FHAR LIt 5 sk k9 B F Hik s,
% #4519
EH KABI8, SR BEEASC, MAREL = FEE5094,
IAREATR TR BHEN- RE—HNR T AL 8 — Fag,
BRBRETRTREH TR - %A -5-K4 - (1H) ~1,2,4-
=k, BRAISDHMAHS- FRA MBS, IH5, TUARAREHER
€ 489 75 ik R4 & Foe AL A,
% #4510
R T KAEBI6 - 9T A Fiksh, N-RE KT R KBS FaEy
TR S RLE(5-75% K, HKik50%K) exny, =2F
H0-50°CH&, Hsh, TARAATHFTREMAN, Hosish —Tigs
FREKRETF Lk,
N - #BE —FR I R AL T B 4T
%7311
FEN- RE AR R A BB — 47 (348, 2 g, 1.794 mol, 1.0
2F), KR(1.575 L) F @B (1,450 L) EASH =5 B R Em P, =&
RARBANMBEN B, BET, BERBA TS LS, KER
B EC, FETODA A mAFRHR(102.8 g, 2.036 mol, 1.13
18-



5¥), RANEBEERNERTIC, BHRARRSWITIR, REKSEG
FREHFEGEHIRY, HFuHmRpEFTHAMQL. 254, 4 nL/g
¥ T, HMSHE., iLERASMITEI2 g (93%) G & R ALY,
HZAERHSGETRKTRIAFFRLC YT R, AL R
FHH LAY, BRAESCCHATTRE, R3FaeE HK,
e B EF T R FIF (900 nL, 3 mL/g/= 4, B EN-fE =
AT R A KEE —FE& T 4), K L3054, TR E K,
A=—# Fh (100 mL) &, FHREMFR235 9 (17%) G &4 &HEK
(mp: 212-217°C), 'H NMRE%MH—, —H F k& AK (100
mL) #eAc, FBR (MgSO,), itiEFek4E, 1FF|7.6 g (5.8%)N—- f %
AR R AR =T AR,
%12

FRAAEFR(15.1 g #950% Kigik, 180 mmol, 1.0% ). 95%
Z BF (36 mL) v — &% {La% (13.7 g, 180 mmol, 1.0% ¥ )3 A 250 mL
0 = B RS T, mBRME A B, BE TRt A
FAL47(23.74 g, 360 mmol, 2.0% ¥, F120 mL 20% #§4-K 2.8
TIRANDA RSP, EBSEHARATE, FNERASREL
RE98°C, #HHRGSW2.50K, H AN AEHFRERF AT
AR (12.6 g, 249 mmol, 1.38% %), FMEE L H45°C, #f
R R eHLNE, FERGAKGERRY, @EBRY T
ARER (125 ml, 4 mL/g/4%), #HBFZRES W04, SiERSH
FE16.2 GBI GE RN, REZAKMEILETAFRIEFLE
R, EHYI eI I AT K AR, B ASCCT RS
FEFaEEK, FLEAKEFT_AFRT (200 ML, 3 mL/g/®

19-



#, BREN- REAHRERALBEE —FEG "4, HHELH305
F, MR EMKR, MR T (10 mL) ek, FIREEH26.0 g
(85% ) 4 & 42 dh B4, PN - U — s - R K %EL F Be47,
=R FHRIERBELGE, F2L.7 g (9%)N- REA —HA TR A HE
— ¥ &5, |
5% 364513

FEAR(125.4 g #950% KEik, 1.491 mol, 1.0%%),
95% Z 8% (350 ml)Av i ALa% (120 g, 1.576 mol, 1.05% %)% A
IO EMERE T, HRALAFH, A2058RAEALENE
(14.0 M, 214.8 mL, 3.007 mol, 2.0% %), RBIN{EA B EFRE
A£30°C, K (30 mL)#k ik iE AE ARIEA 3Rt S AL WA B
B, WA ZRASWINN, REEL TSI AN FLE (91,7
g, 1.82mol, 1.21%¥F), FFRFKR ELEE£40°C, 45945,
REER R E2/3KAR, o R E 4, 4220 nL, $H P A
KGR G E MR Y, eEHRHEFE TR (340 nL, 4
mL/g” 4}, B3PS E, FEIB AT (KK g), &
RAERZHFT THR2D0ERHEFEHT5.3 g (88.6%) N- L 5
RIEZAHBE TES, BREASR, HREAAEZGE KLY,
H95% &) LB (50 mL) A B E Tk, FieHRhEETFHREMT
(320 mL), HEHO.5 0B, FERASHFTILHEIE T8
(Na,S0,) R & #9 8k, I8, K4, FEKEE ARG TIRTHe >
FA13.3 9 (86%), MR TEERY, R ERASWIEEK L2
DHEHB Y T T BT R WK £ 5 M, ChiEapise ik
A Bt A4 22,

50-
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FERAF(L125.4 g 6950% KAk, 1.491 mol, 1.0%8), W
A% (350 mL) A= —#%ALB% (127.6 g, 1.676 mol, 1.12% &) A1+
AT WMERET, BHRRZATH, L2004 ARARRIE
(14.0 M, 210 mL, 2.982 mol, 2.0% %), R{EANEEFRE
25°CYATF, /K (30 mL) kiR 2 A% URIEA S e R B ik A B
Rited, WEAFBRESH2NE, SR BZRESHEH, KLALRDC
e AFAE, PHEAT. 5, KRG, HELSSTHAMMANTER (7S g,
1.485 mol, 1.04% %), RINARFALEE AE£35C, 1.25)H 5,
KGR RS HMERGEWMKY, Mo5% L85 (100 nL) L H P ¢
K, BHBRHEETFE (500 L) P, HEdko. 5ad,  ifEEass
PGB RACAT (A= T4, 105 g, 95%), MFPELAREH(2X100
ML), RMEHE B, FEEEMKMA R T Ek% (750 mL),

RACHT B R — R T IRIE R PTIE &G 54T (TLC) R B, L&
HFHHELETH, B, FEREATRLSL, LG ToEH~
¥,

AAE (100 mL) ZRF R4, L8, R FHRERKYE, &
FO e IR yE T RER (175 L)+, iTEM &V S e a4y,

FARERES, K, IR EaeMRMEFT & Fix (300
mL) F 0. Svif, wdigSds, EHR R TR (100 nL) k%, 33
106 g KC1 (95% ) #7232 g (91% ) i 64 G & L% FE47 7 %
(mp: 207°C), # /=% A HAC NMRE # 5T,

3-zE -5 &AL - (1H) —1,2,4 - ==

o1



A LB 56 - LAE—F H 6% -5 - AHMN- KA
—HARERAER LN - RE AR E R EE T EHAIN- A
AR RAER TEHEATT ARSI TG 73 -4 - 5- 84 -
(1H) —1,2,4— =,

5% 614515

A RE A BN - RE AR A B Fag47(170 g, 1.0
mol; SKFEBILIGHARFeBly) 49K (250 mL; 40¥F %) AR
R, Al 245°C, 2058 RBIEmAKAB (54, 4% K
B, 32,099, 1.04%), RNBEFRFRTC, MEALAMK
REBEEFHRIMFLEGFTHRE, AXL50°CTHRFR LR
120, REEASHAEHETEITR, Hakitkilk a7
A, HENKFEIF, Ak EE (X265 nL) § F)pH{kik F6,
RN ESE K, AKELE(200 nL), FHREHFH92 g (719%)
FFE63-mEA-5-RA& - (1H) —1,2,4- == (shpE: 96.7%
(HPLC) ),

% #.15)16

FRBERMBLIGFE, FAL.25 ol B AR, AAREYE RS
AP AR, REN-RA SRR RS FEATER, Hund
—F R o MR B ReHESOCCRAAT P RELL X8, A
FAEA % MK (300 mL) #E8, FHEKE A25 wth 69N - R& ZHk
T B A REL T ERAT /KIS R, SR EABILISH & 6 BIAE 7 & Ak
SR (K %74 g #5954, 4 W% K H, 1.255 mol, 1.0% &)4t 3%,
12 Ao NBY 8] & ZA55-4F, iR BiRS L L £ ol A5#3 - 7k
“5- KA - (1H) -1,24- ek ik, s B, 3-

oo



A -5 RH - (1H) —1,2,4- =k 69438 496 g (66% ), &k,

% 764517
EH KABI16HIREE, {1248 11,496 mol WAAR, A iz,
B Ao A BN - KA AT R 8 T 47098 9k E A
30 wt%, BB EKAGILABR G FEEF =t ¥, 198 BiRd
Y e9PHIE AP 26, = w4 B K118 g (68%), ZhE #97.3%,
K118
FrEFEFL3HCH, B ARES B A25 wt% ¢9N - £k —
ﬁﬁﬁﬁiﬁﬁ?%ﬁﬂwﬁ,ﬂwwwﬂl A2 335 4F 1 A Bt
(54.4 wt%KiFik, 29.44 g, 0.500 mol, #1%%), HEXRE
A5°CTF HE4F2. 25, J§ubigim 427 £]25°C, oAk 8 & 5| pHid
K E6 (K936 mLik 288, B ZRASWIIE, ik, EHAL
(100 mL) Fe & &R (100 L) sk, A7 FHE, 5238 g (65.5%) #
K96, T% &5 = v,
% 764519
HREABI66 ik, MAL1.499 mol AR E, FIAYE B
B Fd B, FEN- A AR T RS FER4T, 2N- £E =%
RIERAEEE 4TI it R, WRBRAWKGE I EHRE S
30 wt% ) —F K R K iE iR, IeEKIERS ARYE, A4
BKABILS0) 77 E AR TSI RO K A B 38, (2vgfy = vk dp it
85 R ) I B it AR,
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1 H,NNH, % ¥ pH A =R A (HE)

1 1.25 6 31 72 96, 4

2 1.50 6 30.7 71 96.6

3 1.75 5.8 29 67 N/D(& & &,)

4 2.00 4.5 32 74 N/D(%& &,)
N/D =k #x

XEEREYW, ATHERERGISFTEPLABES ZHiGER

Fash B, BALZAEALL B4 LGB,
% 76,151 20

BN - RA BRI KA FA47(10.0 g, 58.7 mmol, 1.0
¥, RAFEHRFLDEMBTAYP (15 nL, 40 wt%), £30°CTF Ao
AP (54.4 wtP KR, 3.5 nL, 1.90 g, 59.4 mmol, 1,01
5 ¥) F B BRI, KREHIER R F55°C, HA0.5 mL
AL 6BE(54. 5% Kigik), BHRiZBETHELIN, Htiidi,
R LA TR, MRHCLIZRBRILEDH 4.6, Btk AKE
Bk, RAK, AARE, TH HEZBELA5.3 9 (77%),
SR #98.5%, L ERBIUER, Zvkagshp FiEBor T A TR T
BEATH R s B Ak £ A,
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