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LAEFZ1,5, T-= R0 [4.4.0] 54010 7125, S =4 .

(a) TR E AR IR Rl — 30 e  — 3V 7 26k = e R Tk Jeg v 71 R/ BB (1Y 5 ) » v Bk
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9. BRI E SR IR 775, Hodp D3R () RIR AW — D A48 55 IR AL 7, 12 99 B2tk 7710
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104 721,5, 7- =50 22 WFF [4.4. 0] Z¢-5- W 7715, % A4
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BB - TREM - TRE= L, 5, 7T-=Z 8N
[4.4.0] &-5-1%

[0001]  FHRHIIGHIZE X Z%
[0002]  AHIIE 2012454 H25 H A L & R iE 7515 13/455, 65 1 (1) 35543 4k 42 /1

i

% A<,

[0003] A&V LA L,5, T- =AM [4.4. 0] B-5-4A Tk

[0004] ‘K H]iSE

[0005]  ELANALERANSE, Blan1,5,7- =2 A3 [4.4.0] 25— (TBD) =2 A2 i) HL AT

B T AL 2 P 2 OB o R F R AIRSRAE Sy f A7) (R THAFART e 80) 1) o 8% RN 2

S » SR MRS ) Iy SIEAE {5 B FD /B 75 5 A 7

[0006]  HATTT , T8 A A B A ORI B 773230 82 2, ol e sk A FH 22 20 F0/ BURE R 1Y

T2 o 77 ih il AR S B 52 M/ BB IR 3 — 2o, R 2 A NGB A 7 &

=R R ), B T AL 5 XGRS A 735 H A B ] Re fa s (0 &, i s i .

BEAL , X B 7y (VR 22 7 17 A AT e e DA I 43 25 PO AR TR SRR ) UER RS , R/ B8 A e

DAL PR TE A KA TS

[0007]  [Alt, 75 2424 HA R A RIS B 7%

[0008] & B} HEIA

[0009]  AKBHM KAEFE1,5, T- =58 4 X008 [4. 4. 0] -5 7%, i 7 AR A& — B

AR W e, — V7R 3 = il AUk J@ ¥4 77 (ethereal solvent) Fll/BREE TR G40 FNHZ

TR, 518 BRI =W 5 — 0 78 3 = i s i

[0010] AR BHE— DU A= 1,5,T- =GR [4.4.0] Z2-5-14 1 Ik, Z N i e
G T EUARE B 0 A I TR 2 = R (R A s U BGZIR S, 51 BRI R

fie 55 0 R 2 = i R

00111 ‘K HIVEAR

[0012]  ARJEHPE o A 7= RO RS 77 v o 8 B AR b, AR B J AR 72 1,5, T- = B 2R AR
[4.4.0] -5-J& B 772 I IEAFEAT BRI AR — % -5 R A (3-2A A28 e — A

= (“DPTA”) RN

[0013] Az B fift IO ARAE “ BRI R % 2 g BB L RN =C=NR"FI4L 54 ,

H RFIR b7 AR e 3 , 5 LB R A RAIRY AT LU AH [F] BAS [F] o £E S L s i g 2y, —

BRI W 0 56 e 3L — W i, AR /R L A2 I e A/ BUIe R e e 2%, il LA 1-104

Tk ) JIE e A/ BRI PR IR e 22 s JU LA 38 19 e 2l — Y e 30 A PR il RN N — — S R R ik

— R (DIC) (B, 4R/RYZ SR JEmE) N N = 3R Tk — W ik (DCC) (B, {R/RUZFR 4

) NG N = RCT B I CYR/RYE ST JEm)) , S AT 4.

[0014]  FERESLspyifJy erp, HUIRIIBR 0 R 05 SEmn W, FIR/R'E & 75 3k .

HAIE ) 75 HERR W RN N = B R 0 % (L R/RY & R FR L) o 75 R dbsk
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Tt 77 e, A P — el B 22 Bl — e B i — IV JR /B0 — M B 22 b 05 Bk I A
[0015]  FEBEUCSEE Ty b, A1, 5, T- =2 A [4. 4. 0] 225411 7 15 B HE 1 JoE Rk
JEE T 79 R R/ B B AR A A AR e i, 2 S B Bk T i 5 DPTA R B o 3X 4
ST RAEAR SR AR EFNE AL N P THA R &I ) SE T R, AL, 5,
T-= AR [4. 4. 0] 2547 (1) 7712350 R FHTE J 1 I BORE , FHAE AR SCH A I FR A “To i
FNE”

[0016]  —J8tHh , A 77 0 T 7 Tk Jag v 77 P RN/ BRE S PP VA R BRI B % 42 R oK
W TR R = IO B C IS ARG AR B O i o AE R STl T S, I AR
T — W & RN 77 RN/ BB VR A ), 9 2160 “C R, & JE S INDPTA , FIAE — 852 /7 =,
TEARINDPTAZ J& » INFZIR S E) 2960 °C AR e #E— D Iz IR &Y B = R, R Fr
78 A2 BT 7] B, 48— EUAR P e — 0 Jrdg AR — S TR 2 = e S B2, i 4 T B P ) 4 CREEEN, N - —
BRI RIS AR ST L, 5, T- =R R (4. 4. 0] Z8-5-J@ ML o T 5 — B Bk —
. Jie AN Y TR R = g O A I B B e T R/R I ] B, R /R SR R 2
el , B E A R/RYE IR O3, TR & 3R O I o 3% — i 81 7= ml A S i 3 R v 28 i, A
152 [ B SE R S 7E B ZR RSN 51,5, T- =2 0UF [4.4.0] ZE -5 — &k B i BT 90
e Tk SR VA AN /BB B BG4 mT AAE i B 58 RO 5 25

[0017] WA R B VA S S FH G A @ I e B A R 4G  (BAER T T 2R B 40 1%
(butyl carbitol formal) .

[0018] A £E A BH (1) FRv 2 o AT B A id i i (RA, BE 2R R A48 (AR T, — JoB Bk
Z JuliE, Bl 2-T L OB (BT, T ZRVE AR5 , —H B T Wk (R, T JECARBITOL) , 7S 258
Y AUENA Z Ol L A AR RE B S Ty G rp , AT 2T AL 4B

[0019]  — Bt , AR BH A FIVE LG T 51N BRI IR — RGBS B 75 48 - 32 ok, % —
VA 2 = e G 18 b N B e LS 2%, He b T AR A WD 6 R R FF TR SR JE Iz iR &
VBT i IR AR 7 70 2 B TR) B, 3 — HUAR A ik — 0 e fn — 3 7R 36 = e S 2, 1 4 T
R EE SR IGTE 81,5, T- =8 2 R [4.4. 0] 2554 M o 3% — & Bl P W e S B it i o
AT DA ZE VR, B 2 O 58 N 48 53 25 o FRORE TR, 1 0 7S A A XU A 22 JCBE AT N 31 e
MNARZNIERIIL,5, T- =58 22 0 [4.4.0] ZE-5-4F+ .

[0020]  M4E AR B TV B SO AT A R R SRR 2 R R RS
TR TR = R ST 1,5, T = 2 2 AUFR [4. 4. 0] Z&—5-4 Fl ey 1 o 70 e s e 5 48
H, F R 2 K T B T160°C, KT ESET170°C , BUE R T EURE T-180°C, HA] LAk
220°C,230°C, 240 °C B 22 5 5y o ML AU M, 30 il o 5 BURU A0 1) I M) ] o A L 28 77V
Fh i 9L X 2T B {8 P (1) Tk i Y 7R R/ B B B VR A ) TR e B o 4 2, S 2T 4R A
BERT , FF ] B R BT 2T 4 24 B IR (B170°C) AEFF AR SE 7 &, —
BUAR IR B — W e 04— 5% B ik — W i M s L 2 K TS T°160°C, KT B T-170
C,BE K TESET180°C,

[0021]  MAEA B TV B SO AT A AR S R R ) B R 5 B I T
fie 55 TR = R AR BB 5 A S R FIT RR I [R) o “HE AR b B R R R K T RS T
T0% 5 “Se 4 P R Fe AL 22 K T B T-85% o 3x — I ) B2 7] LA R B 177 (1) 52 I 2% ALk T A5 4K
RITEVE FNERT IS OO 5 B AT FH 1R Tk Jeg v 75 R/ BB T A4 o L 700 3, 7 A PR o) ) B A 1670

4
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I 5 40 1—4 /N Bk 2 24 /N T 2L AR e i B R (TR, 1°C NMRE) |, Sl Ed 43 #fr S ML 75 7%
(RN 0, W08 ROBLRR B, DAAIESE — BUAR I ik i L TR = i AP AE 5 15, FFIESE L, 5,
T-=S8F AR [4.4. 0] 2547 [ AEAE o

[0022]  FERLLLSE Ty SR, fE VA AL FIRIAE DL T 5 BEAT AR SO #ER 19 77 7% SR, 76 H
fth St 75 ZeHb, A PR AR R B AT 532, T A A3 n — B R i — I e fl — I TR 2 =
il 2 1) Js N33 2R AT AT A AL F), 3 a0 S5 R A 77 o A3 1Y) 99 BRI AL TV 5 , (B PR T, B IR,
Ut BB , 250 5k LB AU A o 7 R Ee S 7 S, AL RIS S IR, RN AE A S it
J7 Z, AL TR AT AR R — 0 i N (9 2% o (T RE L A fili T 2R 8= T R AR B FIN
B2 X R (R R P BN S B 2R 5 A T U S UL AR AT S — e — i i
[0023]  fEHELLs i Ty S b, Jl Ak AR KRR R 2818 41,5, T- = SR AR [4.4.0] 2251
55Tk J v IR0 / BB A 0 o AE SR Sl T L FE R L 22 0, il BARUK R ARIRCL,
5, T- = 2R [4.4.0] Z&—5-15 BT, 1,5, T- =B 2 WFF [4.4.0] 2851 1] 5Tk & VA 77
/B BE LRV LABERE S A0 o i B BTIR , AEYE IR TGV FlE 3 v, m i B 2R,
M RL 75 2 P B 2 RGBS T R, 1K — 2R S OB R B AT o TR I
(concurrent)” ;R FRAE L FLETE AL, 5, T- =R AA [4.4.0] 225401 I R FE A 3HAT 2%
T o I R ANAA AR A T AATALER  (H /R L S 75 2 P, Z8 VL A P ) 5 IR ] A g
47 0] S ECE A R, ZRED S s R B R LT R AR RN

[0024]  7EDL b Bk (1) 80 3 v 7B TE7E SV T I 43 B B RO (1, 5, T- = 38 2 XA
[4.4.0] Z8-5-4% (TBD) ) (e MIEMIE B ¥ R0 S8 )5 A N B XA AT 78 3 py 43 H
RATAT LA o 8, FE R EE ST 77 8, FH AR SCREIR I 7 V5T B SR AT I\ 21 ]
GUAR BB A 6 7E 25 [ FINo . 7,842, T6 2FR IR (1) AT M YL AR [ kML A 4 vp L 78
s S 4G AT

[0025] [k 55 4h B B Uk B L AR SR BT AT FH I B A 000, 9 i 3R JE T, &R 43 b
(1% 8 6 B4 AT DA (] 5ef DA & <207 SR Bl 15— A, BDSZARE Wo A I Al HH B o AR S b B1HIE
(AR ART E5 A 3 R PV FE AR SO 5 (W BT VS B BB G S HORT A S , RE
F” U W%, “— R BERER T AR, “i% (the) " R/R'IE FH AIRAUFE A1, {H AT { ]
X RN AR 2H 7 VR A« LA s AR SO B fi RS “R A7 AR TR ) AR SR, Fish)
BMELEY =3 WR R ARPABGE 24 45 HTE R I, 7RI EL [ 53X 28 9 ]
A/ BEUE AT AT L ST 5 AR Ve A A . “EHE, “Blan” FELUARIE & 15 “E 65/ 61
wl/ e, (AR T,

St 151
[0026] R IASZE B LB 25 A Ak B H 48 ANFT SR AR B
[0027]  SEREHIL . FE2- ] %8 3L 4 B N I DICIES 28

[0028]
FTRBLE | gl I
Nl * “;”\\g\\‘“f’ik . Aj\Bﬂ‘ § E. » 2 k§ R 3\ \N \
E cwged L RY U ewmed THT
CE TS EET ST T 'Y T L LA T2 RARK
o oy AAARE L ) 1 4":((?1']1;%‘)-5—’&F
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[0029]  PUSHGEIREC AT I BEAR BT , AT AU FE AR , MIPKOKS g - TR E Al %
B, 8Vl A% ok, SR E L & A TIKS ZEE B & B9 BE , A 3R 5 T S R 28 180 o 1]
RS FIN2-T A 2 B (220mL) FIN, N —— SR i — W ik (151.4g,1.2mol) , 3 i #
B60°C AR5, 18R N — TR 3L = (131.2g,1.0mo1) o — HL¥R 0 ¥ 74 3 = Ji , Jj 0y ¢
F40°CHITHER (—~60°C—100°C) o K M LRSI BN 170°C , FEAEZIRJE T B 12/ 28
JE A HVRE E 1) 3] ST AGUAR) HH s LR 2 5 FF AE B AT 3k — 20 4l Ak A% L T AT A o i@ ik HPLC
52 B & TN IR TBDIR (388wt % ,94.6% F6462E) . 1°C MR Hr 26 %40 SR (IS FH AE 2
TEILEZEENRIL,5, T-=8WIE [4.4.0] S5-5-47 LR 28R °C NMRHTESE T %k
Bl 5 TR 3 e (129mL) A e —HI4k &4 o

[0030]  sLjiads2: 7E2— T 4 5L 4 N I DCCIlG 2%

[0031]
i L RTRAZE | CwTuam —
Moo #N WUV wendgbeE 1L D i P
s ol N ey gt
ZHECEB DR Bt i e T LS T-ZRERK e
(DCC) (DPTA) HT R [4. 4. 0] %-5-3%

(TBD)

[0032]  PUSHREIARC A I AR EL , AT AN FE AR , MIPKoKA BEds - TR A AT %
RN, A B R NZ e BIN2-T AL 4B (220mL) FIN, N - FR O B — 0 fi
(247.6g,1.2mol) , FIEIABI60°C ARG, I HO R In — A2 =% (131.2g,1.0mol) o —H.
NN A A = ke, MW S 3 14°C T (—~58°C—T72°C) o R M A HIE FABI170°C , FF
FEAZIL L T 1L 187N o S8 i ¥4 SR E2 1) 3 SIP I00, IUAR] H R ML AR %, FRAE AT i — b 4k
(I 0 A8 P o 3L HPLC, 0 5E e K VAP (R TBDIK FE (32. 9wt %, 80. 2% #4 4L ) . 1°C NMR 4y
R ZY AN HAE2- T AL BN 1,5, T- =R 28 XA [4.4.0] Z8-5—45 FI3F & F: i
(2.5%) ik

[0033]  sjiads3: 7E —HEE 5T Tk N I DCCIG 28

[0034]
{w. \ CUBETR e .
Nl BTN, ek B LA : CEa
{} w3 ﬁ&‘ RS A joy
(%c o (DPTA) RELAR [4. .4.('qr] ];%3—5-%?

v A RAEA A RABE B AR AT, ARG umanere. T
AWM X R , FF 2 A B R B 5N HEE R T K (210mL) AN, N -
O % (247.6g,1.2mol) , R ABI60°C AR G, S22 ds in — 8 2 = %
(131.2g,1.0mol) «— HLEHN LA 2 =i, NI ZZ 24 1°C I (~61°C—102°C) o R N4
TERIBN140°C, FHARER LN, 2R JG IB220°C , AR 2/ o SR o ¥4 Z0 8 21K 15 S VT, 1

Bl e A8, F AR A H— Do i 0 T AF A 38 L HPLC , I 52 B 28 PR N 1R TBDIR &2
(35.4wt % ,81.0% HALZ) . 1°C NURZ M R B %Y AU FHAE — H R 8 T BEN K 1,5,7-=
BIRUIR [4.4.0] BE-5-IF2H il . 281010 12 C NMRAIGC/MS 43 il 52 7 4l 3R ¥F © 3 i
(199mL)
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[0035]  sKjifsl4: fE2— ] A B L N U Dp TCiE £¢

[0036]
M Wy
o g, CTREZE
NNG?N‘;\ £S 8:&“ ' i} bi% T8 d-ﬁ; § & § : g;i \§
o . 3 Ny oty N N f\\\“’\ ., 3
gl e L RO D TR LR
S ATELERSER SRARZE  ATEE 0 w0 b PR
(DpTC) (DPTA) = [4.4. 01855

{ TBD)
[0037]  DUZGBEIEEC A IR REN , AL #E , FIOK/K A EESS - TR R AR iZ 580 , F
2RV A Ok AR IR S R MNZ IR BIN2- T AL 4B (1mL) NN’ = =5 B R L ik
TER% (13.5¢,0.06mmol) , I VTR FE =% (6.64g,0.05mol) , M %2334 °C Ky i (~23°C
—57°C) o RIS R EN70°C, FEAEIZE LT IR 15N SR 54 HIRE At ) 34 5]
VAW AR S B AR 2% AR B A 3 — P Al i Ol 3 o I REHPLC, 0 58 B 2 VA W N 1)
TBDIRJE (19.9wt % ,79. 1% HAL2) 1°C NURFIGC /i B %4 AN AN FH /62— T AL B
[RI1,5, T-=5Z RUFE [4.4.0] S5-5-47F%F B i (36.8%) ko
[0038] S5 : DCCIE £k (100 % [f 44, Jo ¥ A £ JelE , DCCit &:20 %)
[0039]

s : ¢ e s
S ORI S T T W G . Y
< e R Loewpg TR
EF T S S ST 87 R
50 (DPTA) FEERBE Lo SpAE AU
[4. 4. 0] 854
( TBD)

[0040] DU SRS AC A7 4= 28 1925 B DA SR BE R B, MIAS SR B HL R he 25 - T Ak 0d
TLIZ B, 48 78S B R FZ PR R 5NN N - IR BB W% (247 .6¢g,1.2mol) ,
PRSI AR = (131.2g,1.0mol) o 24380 3P TR 3 =i, MLEZ 231 °C F JiU ik
(~24°C—55°C) o R MAFILIEILT0°C , FHARFF L/NSF, SR J5 I EI220°C , FHARFR2/ NI o 7E A%
JE B RFFZ G B N7 A AL AU AZ ToBE (417.0g,0.85mo L) AEAMBEF S8 Ja e v
HVRG L) 35 STV, AR HH S LR 48 5 FRAE A 3 — D Al 1% o 8 3@ HPLC, I
BT R TBDIR (213wt % ,94. 4% B 403) 1°C NMR M Tk B4 AN AN HH AE 7S 2054
BEAEAZ TCEE I 1,5, T- =5 00K [4.4. 0] -5~ 4 . ZZ 18P °C NMRFIGC/MS 4
HHESE T i3RI C AL (175mL)

[0041]  SEjiff516 : DCCIE £ (100 % [l 44, 5 ¥ N2 JeBE , DCCit £:2 %)

& N b 3
N F 3 . . 3
Nt I TR g
\.‘.""*‘?‘“\._ ST NN Lo ) S { \f“"\g
EN Wy { Ny -
= E,M:-iﬁ&- ot | A5F EY 3 REAR oo 1,5 7-28& %xxﬂc
(nCe) (DPTA) [4. 4, 0] B~5-H
{TBD)

[0043]  DUSREIRACAT 4= 7% 1% B LA SR AR B, AIASBE B AL+ 2 o TR 20 K I
RLAZ B, I 20 28 T 3 B R o [ B BIAN, N - 3 C R Bk W% (210.5¢,
1.02mol) , A GAGANIN WAL =% (131.2g,1.00mol) o I — A2 = i , %< 3
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32 CHIB I (~23°C—55°C) o RN AIEIFN170°C, 75 LN, SR 5 I E1220°C , 75
2/ o AE SR SE IARER 2 5, I NN 28I UMY AZ TTIE (319.8g,0.65mo 1) 1R A FRREF . 44
JE PEHE Vo FIRE C 1K 35 STV AR HH S L 75 2% 5 I 7R 33— D Al AL I 1 150 R 8 A o ik
HPLC, I 52 55t 2 VA VL P IR TBDIR JBE (28, 0wt % ,93. 7% 4k 32) . 13C NMRAYHr 36 BH %4 i A A
HAEAS A I AL TEEE N 91,5, T- =R A [4. 4. 0] 3545 4 il 28010 o C
NMRFIGC/MSA3 B ilESE 4RI O A ik (229mL) .

[0044] S5 7 : DCCit 2% (100 % [l 44 , J5 8 N 2 ol , DCCIt &2 % , 98 % 4 FEIIDCC, 55
BRI

[0045] DY 3ike i AC A A 28 1A B DL R JEIREE A BN IR BEHE 2% o T8 Rk id
TEAZ eI, 2 78 T2 B ok M iZ B P 2 5 AN N - R R P fi% (210.5g,
1.02mo1,98% 2 -Dalian Harsou Chemical Co.,Ltd) ,X{MA (0.570g,0.0025mol) Fll—
WA =% (131.2g,1.00mol) o 47N P 7 3 = it , 82 3130 °C i U (24°C—54°C)
A IAEN140°C, FFARFF LN, SR RIS M I 21220 °C , IR FF 2/ o 75 B 5 AR FF
2GS NS BRI A% L (319.8g,0.65mol) VENF LA SR G HEE A HIRS 1
) STV AR S R 7 2% 5 FRAE A BE— D AL R 15 0 R A A G JEREHPLC , M 5 B R VA
I TBDIHK B (29. 3wt % ,96.7 % FE4L2R) 1°C NMRA:Hr 2 R 1% S AU FR 75 7S 2 S8 35 XUy
AZTTEENIIL,G, T- =8 G [4.4. 0] BS54 i o B9 VE 3, 22 R AEASTEAE U AT 1
N AR TR B B E BRI TBDEL AL 2%, iX 1l I HPLCR 7347 (269wt %, 88. 7% #E4LEK) o
IXUEAH7EDPTA 598 % 41 FEIDCCI B H , T A S5 B 1 A0 77, 49 1 AU ALKt 1 TBDI 4% AL 2K
[0046]  JRAE AT EARR H I, DL EREAR T AR B R R S T % AR T ARSI E A
N KL, BH S 1) A2 AT AE 38 IS BB ORI 3R 58 S AR & B I 50 T 5 4 HH AR R IR 40
HONAEE A




