CN 115232103 B

(19) R &R =G

: *‘p (12) ZFEF

(45) AN H 2023. 09. 29

(21) BiES 202210928312.3

(22) EBiEH 2022.08.03

(65) [E—ERIEHE A Bk S
BIEAHE CN 115232103 A

(43) RIFEAFH 2022.10.25

(73) EFIA VU-FTH K541k 2 b A FR A 7]
itk 136001 75 #R4G VU~ 17 2k 2R X % [l i
5155

(72) KBAN BEZE0K XKFE  ZokdE L4ah
RS S L R S
(74) EFURIBANAM ACTEAEFIR = BUREA R
oA 11227
LHRRIBIH 26

(56) JFEE3T
CN 110386916 A,2019.10.29
CN 111892616 A,2020.11.06
EP 2851362 A1,2015.03.25
JP 2000351783 A,2000.12.19
CN 111909129 A,2020.11.10

HER 14kl

(51) Int.Cl.

C07D 327/10(2006.01) PRI R B2s B8 T
(54) & BRA TR

—AIACIR Bt R B ) ) 5 i
(57) &

AR IR T —Fhan s (1) Fros BIRRBRER
Hig 0 o) 25 05 3%, A DA AR BB - A) K n X (T0) P
N B AT R A AT LI 77 P SN, 15 2 0 5K
(TD) B 0 o 1) 44 s B) i BIridk o 1) ¢ 55 e A £
YL, 453 204038 (1) Bos IS IRBR BRI - A K B
AR SR B BOIER 9 S ke, 255 — Al & 1l
MR IRAL , it — 2D SREAL S 0 SN, 15 5]
IRBRIREE R G, TR T — Fh il & SRR
e B L2055 il & ik e st e Jm A, &
Fi- 2 e SO ) e e 7 N7 SO = W /0 =T

(10) /N ES CN 115232103 B



CN 115232103 B W F ZE Kk B 1/2 i

L Fdn = (D B F3RARER BRI 1 1l 26 7%, A% LU T 2B R
A Kz (D Pros BIAL & VAR B LE A HLIE 77 b bz, 75 21 4 3 D ffr 7 ) A Fa) 4
B) K ik AR S R IEAL S SN, 45 203 (D Fras IR B R IS 5

I:I I:I

F

R2 R1Rs Re

Ry R1R
fi

Rg O O bio

RsReg Ra

2
R2R1RsRs O T[HRs (.
- Rz
1

HA1,R~R %Q@_LEI/]JZEQT LR 20

HJZHEQO—‘Zl e TOR, FrIRMOIRBRERIE 0 703, UnsE T 10, BT iR MR B IR e
INTLHR

IRD BT SN R FE 50~ 150°C , T idt S 7 (1 Bt 8] A730mi n~48h s

IR L TR A HUA G B 2R HOR GUR R R S Sk R O BT
BEAN SR — SR B — M a2

RN R, BT IR AL S WA BRI R 1) BE IR LA (1.0~2..0) = 1, BTl A AL A0 BT iR A R
s Oy (1~20) 2 15

PR T AL & 13 B AR B R — FP I8 BB R — U8 < PR B 5k A4 5 0 A0 BT R A 7R
[ BE R P (1.0~2.0) 2 1

FIT i PR B B2 Fig an =X (T ) H A )ﬁﬁ I )F‘):FT

00 00 Q.0
W b8
070 Wi gy @0

J L

2 MR 4B BRI B3R 1A IR 1) ) 4% 7 v, FLARRIELE T, 5B IR, Bk 4k B 0 0 BT iR B R 1
FEIREEN (1.3~1.8) : 1, B A AL A B iR B R i i == LA (2~18) : 1.

3 ARIERCFIE SR 1T IR B 4% 77, FAREAE T, S5 IBB) o, BTl Jse 2 iR - 10~150
C, Bk SR IR [H] D9 1~48he

4 ARPEAUCFE R T (1) 8 512, FLRREAE T, BriR B E 10 & 90 F0 BT IR B R 1) B8 /K L

2



CN 115232103 B W F ZE Kk B 5/9 T

F(1.3~1.8) 1,



CN 115232103 B W OB P 1/8 I

— IR IR ER BRI & 5 0

RARGUE
(00011 AJ BIEE AT WL B AR A, JEHS B — P RARBREBR I PR i 45 5 5

EREA

[0002]  FRARERER e 25 A4 R o N BT AL, HE A LG B — B2 2K B 0 I 4F
K, KB ST 4 EL AT X Fh S ACLGE 14 I o A Ry (2= 245 AN SR T v PR 750 0 v T A, BT )
() S FH A 55 o AR, BRR R R B 28 AR H TV D B 55— b R AR I r A, Be 5 2
1) LR 3 T PR ) S

[0003]  HATZKN GV EES IR E&M T -

[0004] 1)j&Zk—:

Rs Ry R d
P 0""™0  RuCl 0”0

+ SOCI
[0005] Ho%OH 2 R, Re NaOCly, Ry Rs
’ 1 n 2 n
3 3 ®

[0006] il Eg £k 7 A0 IO, B S04 R AL S AN AL AR S 8 A5 31 ST A IR i, J4E—
HHETE R = FAET AT, R BRI BT 2 H FRA) o 12 2 1 38 22 0] JAE 2 (D)
&AL R 2 P2 A K2 B i SR R AL A (2) 38 P A R S TR =&AL ET1E A
AL AR A& & B2, HAS 55 [ EE Y R B s FH o0 SRR A o S8 A1) 5 B T 4 S
20, Gy, BERE R i o o3 AME I R BN E N AR = AR BOR B & SRR K, 3G K T IR
TRALER R AR

[0007] 2) %z .

NY/d

[0008] g5, + O —» o>
3 AN o O
X f

[0009] %%k A F 5 ACN108658928 (1 HH [ L | A, HEAR AT 7 —Fh BL =48 LB
AR LN AL AT H) 2 R BB R LMl 2 VA 1 fa B Pk = A 4 £ e Ao
JE3 i () = S A AR R Rk, B SR AT R, T2 AR A& M EEAROR

[0010]  3)BgZ=:

¥
HQ 1] ;Si_ 0\"9 \
[0011] Y # 0-$-0 — g o * TSi-OH
OH —Si 0 L/ P
&%
[0012]  ZEKZE A A TF 5 NCN110590735 8 1 E L F A FF, B BARATF T —Fh DL 2 —FE A

(= FR e Bt R T 9 S R 5 BBRE R 2 M i MO 77 96 o 125 92 Y AR JEURE X (= R B 1)
Tk 22 i o 6 DRI S, AN 34551



CN 115232103 B W OB P 2/8 W

REAAE

(00131 A W fff R IR B i) FBLEE T S A1 — RO RR BRI (1 1) 46 7V T i e R i & )&
fEAL B SR A HLA & IR IR B R IS 1) o B

[0014]  FH ¥ T b, AR HERAL 7 —Fpin = (1) Bros M FARERER e 1K il 2% 77 %, B4R LA N
IR

(00151 A) e 4n=X (T0) oz R A6 & WA B R £ A LI 57 b S, 49 3 405X (T B 72 £ v 1]
L

(00161 B) e Ffr it v I A 5 R A 45 00 S 2, 45 21 4 3 (T) s RO A IR B R i 5

[0017]
R2 R1Rs Rg
HO n OH
Re
R3 iy e 3 R6R4
[0018] R5ﬁ% ReR1RsRs g%‘gz
Rg O ‘o%o’ 0 1

3m4 (1D ;
[0019]  HHt, R ~R & HAMAL ML F & LR 20
[0020]  nik OBk, UnZETFO0, FriAMARERBREE A FLICHR , Un%E T LI, TR M RIRBR R
fig 750 .
[0021]  fRIEFT, SIEA) H, BTId S S IR 50~ 150°C , BT id s B B[] A 30min~48h.
[0022]  fLik (), P ERA) H, Firids A HLVE RE B RO L HOR CRUOR IR R R . — S 2t
O IE QU ANAR SR ) —Fh a2 Fh .
[0023]  fRIEMNT, B IRA) o, ik Ak & PR BT R B ER 1 BE /R Lo (1.0~2.0) = 1, FTid A HLIE
FUAN T IR B ER (1 B & L (1~20) < 1.
[0024]  fRIENT, B IRA) h, BTk Ak & PR TR R 1 BE /R Lo (1.3~1.8) = 1, FTid A HLIA
FUAT TR ER (1 2 LA (2~18) < 1.
[0025]  fRRI%E(1) , DHRB) H , BT il [ B AR R -10~150°C , FTid s M. I B [8] 1 ~48h.
[0026]  RIEM), TR T Ak & 0% H S AL B R — F R ERR — 2T
[0027]  ARIEF , AT LAk & P A0 BT S B R 1 B8 R B (1..0~2..0) = 1o
[0028] R , AT LAk &5 0 A0 i S B R 1 B8 I B (1.3~1.8) = 1o



CN 115232103 B W OB P 3/8 W

(00291 ARk, Frid IR R G 4t (1) <30 (T,) B (1) Fros -
0 0O 0 O

/\g/\ 0 0O

ooz 9@ O O’\g/“o 00
_/ _<
(11); (Iz); (13)0

[0031]  ACHRUEFEAL T —Fh IR B g 1 1] 4 77925, FL5ks an =X (10) B s 4k & ) A
TEA NI RS, £33 0= (D Bros 59 H A s 5 BT i o () 4k 5 A B9 [ 8L, 43 31
(D) B BIFIRBR BRI 5 4% B35 R F DR SR B IR 4 i k), 5 et S e 4 , i3t —
W SRR BV R 0 fR RN, A3 3] T IR BR B RAAW s A s R A 1 & A T R o
G B, To B B R OK PR AR, BN e A FR AR 5 45 B PR R e 1 4 R v, A AR (<
20Hazen) , /K73 & &AL < 20ppm, BRAE K<< 10ppm, A AL 1 ARV 1 7K 3 FIER AL FEL I AT

IR B R i A7 A2 08 TR BRI IE o S3 Ah 5 A BH P It 1Y) e L 8 2 R BTl B SR SR R SR Tk
it BRI 2045, BT KM B =) S5 A B AR o

BASiEA

[0032] T HE— D BERAEAS B, T TH 45 B St 6T AR R WA I St 7 AT HEA L (H 2
LB X AR R A e — 0 B AR R B AR AE FOAR R, T A2 4o A e BRI 2 3R 1
B 1.«

[0033] 45T EE & AR BR RS 12 H R SR B, WA U™ 5 R KE R, A4
TR RS TRAAS G 43 1) 4 8, AR R R R SR B (R o S k), 48 5 — Ak & Wi 1
Bk, 3 — D SHERAL G Y RN, 13 BIACIRBE R BE R0 E 9, B3R AL T — B A3 R R
P T 1) 1) 46 5 1 o ELAAR I, AR B S A I 1 — Floan 3 (1) BT B EHR 5 R 15 1) i) 46 75
%, AFE LT R

[0034]  A) ¥ tnsX (I0) Fros BIAL & YD FIRI R 7E A LV 75 H s, 73 2140 =X (D) BTz (1 H e
s

[0035]  B) ¥ Bk o Al 4k SRR AL A9 8L, 159 21 2 0 (1) AR R ERAR TR R RS

[0036]

R4 Re



CN 115232103 B W OB P 4/8 T

R2 R1Rs Rg

HO n OH
ol QIDF

[0037]
R1R, Rs Rs

4
XVKO R2R1R5R5
QIIDE

[0038] A, R ~Ry % HAAL 1% H A AL B L2
[0039] miQOjZI nZE T OIS, Frid MR ER G 9 1L IC3h , HnsE T 1, Jrid (I 3RRER AR

fig 7S J6H
[0040] s of i FRARBMAI) 2 LB L LU B T 35
1R2 R5Ra OYO
Rz R1Rs Re R2R1R5R6 0 Rs LAY 0" o
HO 7 YoH * B(OH) 0 - Ry Rs
[0041] n .
Ll RS
I
[0042]  FEZARHITE AT, Brid POopRER iRl B AR AT an =k (1) (2 (1) Bt (1) fros
OO0
/\g/\ 00 0O 0
[0043] o0 /\g/\ O 0

<y
(1) — (L) \—k (I3) 6

[0044]  FEIRIRAR R ) ] £ ISR A, A W & el AT 1 AR B A &, R an =X (T0) B
7N PGS P AR A2 A ML 71 e 2, 753 240 =X (D) B s B H AR 78 S FE v, BTk s B
IR 50~ 150°C , ik [ B (IR 7] A 30min~48h ;s BAKK , B ik [ 8 f 35 % 960~ 100
C, JIT IR [N IS [A] S 1~ 24h o B i Ak & A Fir s R 19 BE /R B D (1.0~2.0) = 1, Firid A AL
AT IR IR 1 o B b O (1~20) = 15 BARET, Braf A6 &40 F0 ik o 8 1) BE 7R B Ny (1.3~
1.8) : 1, FriR A AL I A BT IR IR ) B b oA (2~18) 15 B B4R, BTtk & Y0 A1 BT iR B
TR R IR EE R (1.4~1.6) = 1. Bl WLV A B Ak B RO R VG UK IR IR R L &
A% S0 7 Ny 6T S it O N e Ry 10 A R SN R % S 1 RS Yl = B2 93 3
fik \ EOREL A Lk

[0045]  7E45 2| A& Z J5 , A B i WK S AL & 4 s 87, LAAS BRI IR B 5 78 it i
FEF, BTl [ B L BE A - 10~150°C , BT IR S B2 [P B 18] A1 ~48h 5 BE BLAA (Y, ﬁﬁ A B R iR
FEN10~100°C , ATk [z 57 F B 8] Y8~ 20h . Fr iR T i AL & Wik B S AL IR IR R — FF 5 sl iRt
1R — W - Frik it A0 & W A0 BT iR B 1 BE JR LE DN (1.0~2.0) = 1, B ,Fﬁﬂﬁﬁﬁ\@%%é\%



CN 115232103 B W OB P 5/8 T

AR ER (1) BE /R LE o (1.3~1.8) « 1, B B AAHN, FriR i BE 4k & 4 F0 Bk 0 2 (1) JBE 7R LE
(1.4~1.6) :1,

[0046] A< BHHR AL 7 —Fofosr 20 1) AR A0 R R ) o 8% 792, LR R ORSR B () B R D i
kBl 45 RS WINIRERAL , 1t — 2 SRR & W & 5 I B, 15 2 PRR IR IR BE 2R A0 &
WL, KT — ﬁlﬂﬁ%ﬂ%ﬂﬁ:ﬁﬁﬁaﬁa%ﬁiao

[0047] A% BHERGL I PRRBRERER 1) & 738, TR e &AL, T & R K =4, %
SR AR Al v, £ K (<20Hazen) , 7K 43 & B K << 20ppm, FR{E K << 10ppm, 4 3L
SR T R R K A R (B X FE LG PR M RE AN A7 A T I 52

[0048] 34k, AN U BH B ) S N 2% 28 v BT il & SR RE 81 R KSR Tl i, BRAN 245, AT KR
FEA = R AR A

[0049] 7 itk — B BRAEA B, T THI 45 B S AT T A i BH B AR R A DR T R 5 1) ) 4 7 9
AT VELR LA, A B I OR AP0 B AN 52 DA St 5] PRI B

[0050]  SEJsifs] 1T A4 &0 il %

[0051] T w[a) A £ -

[0052]  7ERS A (10~15ml/min) K& =i (10~20°C) '~ , [/ 1000mL = H I A I\ 68. 5g
(0.90mol1) 1,3-H —E%,37.1g (0.60mol) HIIIE A2 200g¥A [ 3 F ik , 7 AR, 2 AL &
M, 75 N IR80~85°C , A& R M1t 2 [ L FLIR IR, I I Rk /7K AR 2 b 28t PRI B+ 22
IR 75 5 GOBR BRI W [ B 26 5, 29 Thrs R BN SEEE , [ B EEAR 2 2R T (i . Eidil e
FE ) B2 R s

OH
| (0]
[0053] 3 Ho™"OH * 2 _B_ — é | + 6H,0
HO OH o~ \0/\/\0/3\

O
[0054] T fb&Wfl 4
[0055] 4N iH100~106°C, [n] bk Je My 22 M8 113 . 5g (0. 90mol) Bt fie — i , i et
FE R G TR A S0 , ad i 75 %‘%E/\%Hﬁu IR R = H i s T PN 3. 100~106 C AR )
7, GO I S W 2% £, 298 . Ohrs [N 56 55 o I S48 70 R — W lis , T H 5 s st AL LA - B
I s I AR IR s S 3 an T B

0O 0O

9 OCH
0056] (\g E/j +3 b-dg . .. o’\y‘o 5 B B
o B o™~~"0B 0 o v HsCO”™ ~“OCH,4
A1

[0057] AR SN T2 B , B iR 28 N iR 50-55°C, Ak B i AN 10g%84k48 , $4E30min, [%
Z =L IE, IR A SR A 3008 IE P 12&%}55‘4 FHEVEMCR, E— DR IR 2 0-5CHid:
30min, #EAT 1 44, 3E— 20 8k gl R T RS K 93 . 28, i % 75. 01 % , GC4f£99.92%
)% 18Hazen, iR {E (BAHF11) 15ppm.

[0058]  GC-MS:138,'H NMR (400MHz) : VA7 AR &7 » 8 (ppm) :3.731~3.753ppm (t,4H) ,
1.693~1.722(m,2H) .

[0059] iz it f51] 27 B P43 s Tk 1, 1) o &

[0060] T, a)fA il £ -



CN 115232103 B W OB P 6/8 T

[0061]  7ERS A (10~15ml/min) K& =3 (10~20°C) F, [/ 1000mL = L IIAN93. 1¢g
(1.5mol) & —E¥,61.8g (1.0mol) HMEE S 40054 ; 1 F N AESAIAH, B B (&l , 32 N iR 90
~95°C, f& F B3 2 H AL, B 7K K AR Rz B ORI FE 22 0K 7% 5 GCER
BRI W [ B 2% 5, Z2hrs R B SEHE , [N EEAAR R SR T BT o IR I & R R e N R
i

HO

O\- /0
\/\OH + 2B(OH); — (_B

4

0
[0062] 3 \/\o~é~;) + 6 H,0

[0063] T k&4 -
[0064] 4 b3k e Ry B IR 22 10~20°C , [a]_bid [ Bk 22 12 3 in205g (1. 52mo 1) RS, 4
IR A A B, R B ZE50mL/min, B8P 1 =&AL 3, 7K FH -20°C A kR I
SEALTE RN SR e, T IR 25~ 30 °C AR IR & B, CCRR IS i N 2K 1, 2915 . Ohrs &2 N 52 B o B
RN P = S A, T BB IR R o R ) R B R B R BT RS

(o) 0 ®) O 0
[0065] <__;B/O\/\ofé\;> + 3 CI—ﬁ—CI — 3 O\’_%o & 2 BCl,

A2
[0066] AN SN 58 i » AR R FF N 20g AL R , i FE30min, i €. T0~5°C , ¥ Lk
BHUHZEIE NN E]300g 1E BEE , 44 2 A At VE Mok, T0-5°CHEEE30min, #3843 1 (A lF 14,
HE— DI IR TSRS 1 132. 2 , IR T71.01% ,GCAl £99.94% , 4. )% 12Hazen, iR 1H (PA
HF 1) 20ppm.
[0067]  GC-MS:124,"'H NMR (400MHz) : ¥ FTAC S AT+ S (ppm) :4. 73 1ppm (s, 4H) .
[0068]  Sijiti 5|3 FF HEAR IR £ 075 T T, 14 il &
[00691 T, (a4l #% -
[0070]  7ERS A (10~15ml/min) K& =¥ (10~20°C) '~ , [/ 1000mL = H I A I\ 68. 5¢g
(0.90mo1) 1,3- A —[¥,37.1g (0.60mol) IR J2200g — & L% stk R AR, B 3 Bk
W, N IR80~85°C , Mk RIBIL 2 H LU, [FIAL 7Y 7K B K MR R R 28, CRIE IR 20K
2 PRIEHEFE R Te /K 28 H s GCERIER FI BT S BL 28 i, 2 Thrs R BLSE SR, RN EEAR R BRIk
VG o Ll ) it R B N =0 R BT |

OH 0.0 .f
[0071] 3 HO\)\ + 2 BOH); — \<—£ 7/\0, " + 6 H,0

[0072] T L& -
[0073]  $E N UHA80~85°C, [m] ik s By 212 116 . 0g (0.92mol) BRI — Il , ¥ bk 72
HC TR AR ZR 00 , 8 28 1R B & B I B — B T R8O~ 85 C IR il S M.
GCRRER S M. 28 5, 28 . Ohrs [ B 58 58 o AT A3 18 0 N G — FR g, v B S B YR AL A A o i
il 2 a2 1) S B A s



CN 115232103 B W OB P 7/8 7L

O
0§ H g H 0\\£‘0
[0074] {‘B’O\(\O’é‘ *3HEOTO0H, —g 0;) + 2 B(OCHy)s
d
A3

[0075] BN B S LG » iR 2 N iR 40-45°C , [ 44 2 in AN 10g28 4048, 64 30min, [&
2 ERILIE, IR A ZAZ A 3008 1E Pt 74 R A VEMUIR 3 — 20 FR IR 2 0- 5°C Hit 1
30min, $hPEAT B € [ A4, i3k — A2 8 I TR AT R i 86 . 3g, i #6940 % , GCAES£99.96%
t)E 12Hazen, BR{E (BAHF11) 16ppm.

[0076]  GC-MS:138,'H NMR (400MHz) : &7/ ALE M7 8 (ppm) :5.18~5. 14ppm (m, 1H) ,
4.731~4.710ppm(dd, 1H) ,4.311~4.290ppm(dd, 1H) ,1.597~1.581(d,3H) »

[0077]  SEZjitaf5l4A 14k &4 il 4%

[0078] A1+ [H] Al 45 -

[0079]  7ERS A (10~15ml/min) K& = (10~20°C) '~ , [/ 1000mL = H I A I\ 68. 5¢g
(0.90mo1) 1,3- A —[¥,37.1g (0.60mol) R A2 300g — & LK% s fk = NAEIIAH , B 3 (B
W, 7 NIR80~85°C , Mk RIBIAL 2 A ULV , PR 05 F e /K MR R R 28, R 2
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