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[0056]
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FE2 i

3»
hYs
O

27 49

[0057] %E AR AIDCIE K Sl T S, P G BAT LU 454
[0058]

[0059]
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[0060]
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57
[0061]  HRH A A W )k = S UG IR Sz JE A 7= 0, o )2 A 35 2R M A O AL 5 00, B ]
R =R IR A PR RS S o IR R 2 B 50T, IR N EAN R B
I HAEdt— D4 R P AW o AR B, 5 BRI B RS i F I 21 € 22 FR 1
[oo62]  MR¥EAK A HIAL SIE TG LL TR AP AR
[0063] o) HRHEIE SRy 5 T, i /b—Fh =2R%% (36) 52 /b—Fli (37)
[0064] 5l i FFEAERL PR A 1 T S LR B /b —Fib 54 (38)
[0065]

1 ?H
5
™~ i j
NH N
, 0 3‘?
; L = 2 H H E; |
;%4 R gE—N" N E‘g-*“'“
| ' ;%5 I
36 37 38

[0066]  b) #Eﬁ%ﬁﬂ%)i@?‘i%é LI, ff TR 2 b —Fib &4 (38) TEMALTIAEAE N R NV.LLE
DR e (39)
[0067]

18
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NLN = yj/j“\k + HCOO-

| SN
ok NJi\N‘fJ\NMRp RE””%/L“N%//LJ?M‘RQ
| 3?4 | Eg R R
38 .

[oo68]  c1) MR S 7 5 1T, (AT iR £ /b 2 JE At (39) 5 & /b P i
FBAAL &) (40) M EUESRIEE (1) ~ 6) Z—HED—Fib &%
[0069]

= f‘CHB
\§?+Jf"
! &
;ﬁ""’%?; + o2 \\r/’g —— (1)2(6) . HCDOM
R‘i"?"f \Mﬁ\ﬁgﬁmgn =1
L
R

[0070]  c2) MRFFIHI S NI 5 1V, A firid 2 /b —Fh 2 Je il (39) Sl (41) Kz —
Pl AR BRAR AR 57 AL &4 S S DUE i@ X (7) ~ (18) 2= b—Fib 54,
[0071]

39 41
[0072]  d) DAACEERE R NIR AW,
[0073] b, EFIR.RE.RRLRLVRRLVR R A B EiRE X
[0074]  TEiZJyiEr, 1E0 88 b) B AE R B Je A i W i s B T il e e D IR S
VNS5 & 7RIS AE P IR &) PSRRI OH AL A o T-Ab TR i 18 K R AL T . 1875
I Ji 845 B8 1 AE T I M 0 TR S e s T E AEAR R TR W 84 = 7 AR e T B I IR
S SR
[0075]  NAZPRARII AL, 277120 A DUREL— 806 el s B a6 st 77 N7 X
HWEG WL a) 5 O AW R] LLARAG 1, 43 3 e — Al L AT A7 .

19
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[0076]  JRUGWIPLIEAL F e dE b = SR &M (36) , HAPRERIPLIEAT FHAE = AR AN —1 L
BHA— PR A = a5 H52, ] M A = A2 R P Ao A —1
BRI = RS = AN E P A — A B B — IR = R a5 n] DL A
AR = FUE ARG (36) .

[0077]  EA I B — AN S8 T7 S b, Ik e UG BE (AL -E 4 (40) 1% B A FE U B
1,3 ZEIALE Y, R Rk B R SBETA A A 2E IR TR I K 4 W B £ s SE L
S o

[0078]  FEAN I oy —PLE St 7y 2270, Pridk 7 ek &4 (41) 1k B BCACRIAERUAR ] , 5
SR 2RIy 25— TR) — BN — F R B R) 2R iy 2R Xy AU B BN — 2RI
[0079] AR =R F & 5K MG AL B AT / BO07 AL G WAEZ 7 6 L E IR B Ry
6. L~1: 6,03 1~1: 389 itkl - 1~1: 3

[0080]  #E— AL T R, ET VAN B a) AE pHAE K 8 ~ 12, L 9 ~ L1 T, ZETCHLEH
B HLAAL L K,CO,. Na,COy Ca (OH) ,» NaOH A1 / 5 KOH 1746 N 24T

[o081]  PEEb) Ml c) PLEAE pHAE N 1 ~ 6, 01% 2 ~ 5, ik 2 ~ 4 T T,

[0082]  BUED) . cl) 8% c2) FATH M EALFIRILE AR PR . LR (TFAA) (4-
ARTER (PTSA) «— LR (MCAA) UKBEPR SRR AR o (i Ak JBE 7R it 5 i i FH 1) R 22 4k
HHARN TR PRI =EE0% (39) WTLLE 1 ¢ 10,4818 1 & 5,8 mkiE 1 ¢ 3. (HE, %K
N AR AT AR A AL = BRI AT

[0083]  J7iZ b HRb) Hllcl) BY c2) EHEHIERAEN AT o PRIk W] RIS )2 28 500
TERE Y LTR S TP IR AR IR E AR EK 6

[0084] A S W ) — A0 St 77 28 T, A FH R R il A P R AR A AL RIS 77, $R ik 22
of =R B e A R N2 R A AL AW, Witk A (3) B8R (9), HT R E R 90 %, LIk R A
80 %6 , 5 ] A 1 42 60 %6 o IR I E /KO B ARG 0 T AT LA /&7, W] UK BIAH X T 78 2k =5
Sk (39) MEZ 1 & 20,48k 1 ¢ 15 Wil &.

[0085]  #F % — kST A, (BB b) L cl) B c2) MIE /D H R T VE AL
PR S A IR BUER IR B LA BEAL G4 (40) BROSIRALG4) (41) A1, 3B I N AR, e
A& 35 % [ B . AEIX 28 i NP IR N (R =X (3) B (9) 1=k (3/3) HUAX
(1) 2 Je A A BT 1, Bk 2 Je A5 A 015 B 268 =i 2 90 %, FEl2 80% . A
B R R BN A TR =R i (39) MR £ 1 L 5,81k 1 ¢ 3. MFERIEANMAL
) GAE K EHARIBEH I, B ERAH XS T2 2 =R FUIe 59 (39) WA/RIEE R 1 1 40, Lk
10300 7L Lkl IR RIE R 1 0 3 R ERIR .

[0086]  7E 53— SKE 7 S, IR b) o) 1AMy B 7k A0 216 1% -y 2k B8 A7 AE R AT .
R VE T IR G (A1), WRZ SRR i i 25 2

[0087]  I&W] LAAE 4+ Wi, Lk Wb A A7 A2 T AT 2] b) Me)o 3 FIi LIt A
3~10A , C Al HAT R M5, IRl DU T BRUEAL S S o 64, H Tl AT (R B K R

BT CLSEIEA e oAb
[ooss]  thm] ABARAL G AR S B4 AF o Bl W LAAE AT IR/ BURIME A7 £ R it
1T%TTi

[0080] R AK B I VA BEMS T — A =R BRI L4 & =Rk =1, g —
20
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R = B 1A,

[0090]  J& T = B FUKI AL 45 G = 032 AR ARHA 0 T 10 ol o it e e i 2 PP 8 (00975 o A
InFale o T A5 R BT, REAR AR ARy S5 1 B T I O T, 3K 8= M B A% 5 KB P KR T
RN, FEORM BRI T LA AR 5 A AR BCIORAR IR AT 15 2104038

[0091]  FEA K EHI 55— ;%ﬁr%%%:«aﬁm L5 =) 2 /b — PP RE A 2
W LT W —2- T ORI ) O 8 el -3 2508 - TN T CIRERE ) Oy, JF HAS 3T
Gia. Rk, TE AR I g -

[0092]  [AI I, £EA 28048 4 D5 EAL &1 (41) IS UL, B & = B8 U RN 2518 11
A% - B3k - 45G B IEE G AR TG AR B B T T B = R U R B B IR 1) T 5

WX 2%,

[00903]  ZTFE G IINIE RA LT 45 -

[0094]

44 45
[0095] I n KT 1, fLiEH 1 ~ 50, HALLEA 1 ~ 10,
[0096] % Fil 4 & 4 = AR ] HIAE AN IR (0 P4 & W BSR40, 5 il e AT DL B 45
(42) ~ (45) W45
[0007]  FEJ T =B WUIL I L 40 G 7 VDRTRE 1) S IR A 0 b el B I e 19 07 IR &4, 10
RN / B =B WU AT/ B B4 S, 2Ry — T = SR — AN/ B
Ik - RIS
[0098]  FIU4A A th Sl IR — AL &4 5 L E e S, PRy — AR | — SR

21
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METAR A/ BUIR - FE e S R G132
HI BT 2 PR S 0E BB IR S0 2 S8 AR AR LB A D BELAZA 7
ARG Ao Ida G n] AR IR G B B AL R 4 52 F VR il 2 2 A0 6 2t B

[0099]

UL AP S SAR 1 s AR LA R A

[0100]
[0101]
[0102]
[0103]
[0104]
[0105]

HWOE M .

[0106]

AT ELE P AR AT 2545 B B ) AR SR A2 AR 2 o IR H
1 AR AR B AL S ) TH-NIR 1% ]
<l 2 FRAE A B RIAL A AR P C-NUIR 1 ]

& 3 75 AR T A e B IRIAL B K s 5 (1 1
SR 1 AERE P IR G HEAL TR 52 e Ay S Y

7 50ml ZLIE B AP Y 20m] 57 FR 4L 0. 5g (1. 9mmo1) N*, N, N°- = [( = FIL)
—HEE11,3,5- =8 ( ZHEEE) . IAERSESERR 1. 66g (19mmol) /Y. KW
FWINAE 45°C, HEFTE N BWEE. A 100 ~ 2000 1 (A8, KO B8R, IR 15 B

¥ RNV S 50ml EATRS -

WUARZE AR BRI A=
PRI 2 JE A =0 5 7 AR Bk BT T B R R AEAL AT pHAE (B K D o

[0107]
[0108]

[0109]
[0110]

[0111]

WAL [C I Wl [ 3 1| /%% (A sl

25 360 46 R, pH2. 4 P

25 360 23 L%, pH2. 3 TEEEE /K (BT 1)
30 160 22 FR, pH2. 1 —E

45 80 20 HR, pH2. 3 TEEEE /K (BT 1)
45 160 20 HI, pH3. 3 Y

50 80 32 HR, pH2. 5 K

50 80 8 FZ, pH4. 5 ZRE/ K0 D
70 180 52 HR, pH2. 8 P

85 80 34 FH, pH2 K

90 80 42 18% HC1 18% HC1

R L = WS REAERR P AR A AE N ISR 1S g ]
FE S N R R 2% H PP TR0 2 A B 2% ARy T A Weh land i 574, X2 %
JUEL IR LA B Gl BB AR AL, RBLH M AT +T 20
S 2 AEZR Y PR B 2 e A O

22

FH 50ml f 1. 5% NaOH F/K A EUA N =K. 68
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[0112] 7% 50ml AL T B i vp 42 4k 0. 5g (1. 9mmol) — FF %5 Fto I A AE A &5 i 8] 4 1)
1. 66g (19mmol) KMy, FEIHN AW INME 45°C, B2 FTH T BV IRAE AR R o N
HTR), SR RV OE I

[0113] VA 50ml AT VRS . A 50ml f#) 1. 5% NaOH MK A BUA HAH =K. /6H
NUAHZE R I, 1531 A7) .

[o114]  f3& 2 fizm, — (1/1)— = (/D)= = (3/1) - BUR KIS e 75 7= W i) ) R 7= Za e

Wy AT UL e — BRI = SR AR Jl T 4 45 52 21 S AL FE 1R S M o
[0115]
W [C T W [0 ] | %% | 3/1 2/1 /1 “RAK ) =R
60 80 a7 3 19 18 30
70 80 63 13 16 3 39
85 150 73 10 33 0 26
100 30 65 17 62 2 20

[0116] 3% 2 . = FS I 5 XM A0 Ry I AR i AL A G (1 s B 2 2R

[0117] St 3 Wb A AEAE T AE R A rh 1) B e A ] W,

[0118]  {E 50ml A4 JE % i A 42 {1 0. 5g (1. 9mmol) — 7 Z5 W, i AN AE Ky &5 i [ 14 1
1. 66g (19mmol) ZEMY. BN W INFAE 45°C, H 2 A I L s e ik 5@y . S,
AL HBA. SAFIIOA NS T Merck, = Fi4i 'S 5705) o 2 W HH[R), V4 9 17 e ol
FE

[0119] ¥4 e N 4A 5 50ml ST IRE - FH 50ml ] 1. 5% NaOH F/K 2 EUA HIAH =R 464
BUHZE R I, 1331 A7) .

[0120] 3K 3 7R HE QT 7= o LA R P24 o0 AT I S 3 45 2L

[0121]

23
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wm A | [ FE% | I Bo®131 21 |11 el
[C] ] % Rk
40 960 80 10A 12 34 (34 |0 33
60 80 77 10A 60 21 156 |1 23
60 80 51 3A 18 12 |50 |4 42
60 80 79 5A 19 12 |48 |3 38
70 80 61 5A 20 19 |44 |1 36
85 150 85 10A 60 34 |31 |0 35
90 80 85 5A 50 37 |41 |0 21

[0122] 3K 3 = F IS5 KM AE R By s A T R TEh A A7AE N L4 G s 25 1

[0123]  SEJtifhl] 4 b FHBRAFAE T 7R 28B4 7k T IR 2 Je Ay RO

[0124] 7% 50ml AL B B i P 3% 4k 0. 5g (1. 9mmol) = FF 25 W2, I A AE A &5 & [ 14 1)
1. 66g (19mmo1) ZEMy. BEHEN B INAAE 45°C, B 2 E T S IRAE AR 25 b JJn)\
100 ~ 200 1 1 [IFRIFAE 5 7B F N7 10, DLadeib A o S N HHTR], Vv PR3 O

[0125] B¢ [Nk 50ml SR A - FH 50ml [ 1. 5% NaOH F/K AU HLAH =K. Eﬁ
NUAHZE R G, 1331 ).

[0126] 3K 4 78 G T 3 b FLAR IR FI =) e AT IR S B 45 3

[0127]

Mmoo OB | RE[S| FR% BB B 31 |21 (11 | = Bk
[C] #] [/it £ %] Z R
45 960 79 SA10% L3 51 30 |3 16

50 180 76 5A10% Gl 36 |36 |2 22

60 80 82 5A15% LR 36 |41 |4 18

70 80 56 5A15% kil 53 |20 |2 26

70 80 80 5A20% . 54 |24 |3 20

90 80 80 10A10% | V& 53 |26 |2 18

[0128] 3% 4 . = V& LRI R AR rp RSO MR A7 A2 B IR0 5 1 S 47 2R

[0120] St 5 «AEW I P IR N HEALTRI Y 2 Je Ay e

[0130] £ 50ml AUELeNHF2 M 20ml ¥ 50+ i 0. 5g (1. 9mmo 1) = FHEEE, A 2- .
B A I 50°C, EREPrAMT IR AR, SRR, Wl ORFHRROE M .

24
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[0131] ¥ VA 50ml GRS - FH 50ml [ 1. 5% NaOH Fl/K B WA =K. 766
MUHZE R G, 2 B 6.

[0132]  FPARI & Je A = I 2 0k T By s 351 BRI AL R pHAE (23R ) « FER
A5 2 )0 FR I Ay A1 ) 1 381 e e ™

[0133]

St
ﬁ"k;\ —

A

it ed8a Rl =R2= Y

48001 =0

486: B1 = R2 = H

[0134] %%STEB%%L%fLﬁé%ﬂ#%“%ﬁE’J;&QA %

ﬂﬁ" @ﬁf i N - ﬁfc :.:); - - .
298 e

[0135] o
248 HCOCH 1.5 CHCl; 1875 685 46, 4Bac
111 HCOOH 28 THE 15 v

4.5 HCOOH 28 25w 86 16.3%

195  MCIAAY 14 CHCls 18 570

109 TFAA 80 GHGl; & 427

197 HS80 15 CHCl, 20 354

[0136] ) X L iFHMHISE T %Y. .. 4- FEERR ;O ... IKEER ;... £

[0137]  EHEHSE °)... —A LR

[0138] 3K 5 A% F AR IR A AL TR AT 1) (1) — FR 35 B 5 XMy A4 A R S g 45 2R

[0130]  SEJiifA] 6 « 7F APy s 4 B AN 73 0t Fh EAT 2 JE Ay SN S N FR P g

[0140]  7E500ml BN $24L 5g (19mmol) — FRESEE . I AAE A 45 i [ 7411 16. 6 (190mmo1)

*ﬂﬁ} FERANEYMFAZR 45°C, B2 A it BB ARS . A 2ml [ LERFFAE
54rEPIE AN 1g 4311 5A. FHRAWINFAZ 70°CIEpidE 90 438

[0141] SO HIR] 40°CH5 500ml SR G . H 500ml [ 1. 5% NaOH FH/KZ A

1 © & <o o
b
i n
Ly

25
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MU =R EAVAHZER G, 38 6, HHA 51 % 1 =B = 2 = R sUfir 4
). 28 % I UK <5 %6 (K —BUAC AT 16 % (1) — B8 44674, ] HPLC Il 4593,

[0142]  HgfIR — FEENE (66 % [ & & ) &L /KR 2 50 % s 24 18 5 & 58, i 3
JiE % ) R 2. 5 R % MUK A4 S JE, N 1.6 i % AR e . K
I EERAL RS TRILE 100°C R IR 4 5. 0 73 %h.

[0143]  FERESPIRA Skg KE (Werzalit) . FIFZEEG, FEA M LB 600g K (50%
Fl S i) o ¥ L. dkg FTHIAABIARTE BT 460 X 440mm [1)4x 8 14 0 I Fs i . 10mm J5 K BURIAR
(PB) o FEHIELRE A 2000°C, He il [R) 24 120 #0 MiZ PB EYITF = B &2y 110g K .
MR EN 120 BIFTIE I 28 fLIZ0 i d AT IR . =M e R & E7s T3 6.

[0144] SR A K A K 2 e &1L &Y BUR AR (PB) 3 2 F* ™" " %% 3 1 Super
E-zero (PB [ I EHEIBSUAC- FIbRAE ) BIHETBORR fill IR AR 2K

[0145]  ANERIEA K BH I Z e AL AT EL sl 6 ok - BB (66 % I8 & &) F
IKFRRER 50 % I &R IE & & . 5, I 2. 5 LR % BK ) 2R &btk &Ja,
A L5 i % WA IR L o 2K B AL I TRIFE 100°C RN 24 4. 8 7+8h. FIHIZAL K
il 25 A8 FFAE T Lt 6 AHFI % AF T Hs dlRORIAR o 3K SESkr A i FP 2 AR A IR 45 A
THfE, SRR TR 6 F1.

[0146] 3K 6 /s HEE S A IRIE AR B ) 2 Je Ak S ki il ( SEiife) 6, v 1-3) FIANE
MR AR I 2 e A A IRURR. (X LEsEiie] 6, 7 1-3) PIFES E. IEHSH 2
Je At G P R T 2 B ORI ek D FRPRe AL BRI 26 AR 38 A< B 1) 2 Je Ak S e R
I b A i B R B TR P R

o v URE W ¥ 4% (mg/100g PB)
FHP 6, H1 1.5
LM 6, K 2 1.2
LB 6, H 3 1.3
b LB 6, K1 13.8
b LA 6, A 2 14.6
s E#p 6, K 3 12.3

[0148] 3K 6 AR EN 120 I3 %5 A [R) B0k A ) P I

[0140]  SEJiAA) 7 < AEAR /K Sy MRS VR 0 A A R A A AR T (1) 2 Je Ay Y.

[0150]  7E 500cm’fffic % ¥R vF ) = 3R e, 85 25. 05 (0. 0970mo 1) N %, N, N°~ =
[(=FME) =HgEIE]1,3,5- =BEf1100. 10g (1. 06mol) ZEMYAMALE 25. 5em’ (0. 322mol)
R MR (35% ) 1o FRIsIRAE 15°CIRPIE A 140. Ocm’ (3. 64mol) FER. ¥R/ Tt
2~ 26 CIEEIR F GRS SIRA Y 4 /N, SR JG1E 50°C FHiHE 1 /Nt A MR
G EH 85. 2% I JeA I 30 ( W3 ) .

[0151] K 250cm’ 2% B T A II AN KL I SR A9 T, In A i e RS0 B, AR 5 TR A 1

26
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B 708 R R Y R RS T KR i — k. ER VR
8 U A3 BRI NP o AE S fi— IR VR AR P I K R [ (I 4 ) 5 B 0 it T i
o B ZE A E (50 CRIRRIE ) 15317505 76. 8 %6 IR S N =4, JL s i 81 ~

86 C 1) [ A [ 1 .
[0152] R N =R A AL S A d ik LC-MS/UV-VIS 7ECL R 454 R &
[0153] HPLC: THERMO ELECTRON CORPORATION FINIGAN
[0154]  SURVEYOR
[0155] MS Pump Plus, Autosampler Plus, PDA Plus Detector
[0156] V&5 A : 0. 1% FRR/KE (pH = 2.47)
[0157]  %5HIB: &LJE
[0158] 4% :Zorbax SB—C18,2. 1X 150mm, 5 44K
[0159]  #1:9 :40°C
[0160] Y& :200mm’/ 73 %f
[0161]  yEEHAR : 10mm’
[0162] UV £l :254nm
[0163]  FESLHIS : ~ 0. 15mg/cm’, /ELJE © /K= 60 © 40
[0164]
BEARF: tasr w A Z B
0 70 30
10 70 30
40 0 100
45 0 100
45.1 70 30
50 70 30
[0165]  MS :ESI
[0166]  ms 4UHfE A 14
[0167] m/z = 80-1000
[o168] ¥ ) HEE = 35%
[o169]  1f ot AR 45 LC-MS/UV-VIS & I [¥) w i AR oF &, e MR &9 H A LT 4 ik
21(76.8% ),26(13.0% ),49(7.0% ) A 21-CH,0H(3.5% ) -

[0170]

27
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B8 &gl
21

[0171] ﬁ&@?%/A%ﬁ~/m i e b ik ﬁ@ﬁsﬂﬂﬁMtﬁﬂ%ﬁ
199-200°C [ (1 €4 [ 4R 1€ 2 JE A ik 21 1) (o00) — A, Bl 1 7 HUAE 200MHz 1 30°C F7E
DMSO-d6 112 E[1] (000)—21 ¥ 'H-NMR 3%, &l 2 7 Hi 7E 50MHz 1 30°C T, i FH APT iy 2
J¥, 7E DMS0-d6 733 (0o0o0) —21 F °C-NMR 1.

[0172] & 3 7~ HAAEE I 'H-NMR ( DL ] 1) VPC-NMR ( L F&] 2) i1 2D-NMR SE50 JEAT 4> R AF
A (0oo) 21 LR TR 5. E50MuWT -

[0173] 9. 60 (-OH) ,6. 76 (H®) ,6. 80 (H*) , 7. 05 (H®) , 7. 08 (H") , 4. 70 (-CH,-) , 3. 03 (~CH,)
ppm( & 2) F1 164.5(C"),155.3(C%,129.0(C%,128.0(C"),123.8(C"),118.8(C%,
115.2(C% ,46.4(C°) #1 33.8(CHppm( K 3). ¥ Wi Wk Ik % A a8 # (NOE) X Bt %
( 4.70-9.88, 9.82,9. 58ppm) IFSZ T (000)— Fifh .

[0174]  BLAF, 43 B (000) 21 R A TR ST S HHEENF G R 5 F4A = C:
65.51% (1156 66.65% ),H:6.28% (iI5{H6.21% ) FIN:16.83% (IFE(H17.27% ).
R 1,562 % (K & & AT IE, R 2 1 &0 &, 45 3 :C :65.52 %, H:6. 19% FIN .
17.09%

[0175]  SEJiAA) 8 < AEAR /K Sy MRES VR AT A R A A AR T (1) 22 JE A [ Y.

[0176]  7£ 500cm’ [ L& 1 5 5 v (1) = SR e, K 18. 2g (0. Imol)N?, N°, NY, N°~ Y
[(ZRME) W FREI-1,3,56- =8 (VY F 2 k) 1 70.5g0. 75mol) 2K My %5 fif 76
17. 1g (0. 2mol) /R LMW (35% ) o LefiRAE 15°CIRIHEMA 112 (3. 6mol)
Mo METH 2~ 20°CHAE I F RGN R NVIREGY 5 /Do HRMNIBEWEH 91%

(RILL S5 A4 (1 2 JE A B -
[0177]

Sy
NS

A

51
mm]>H%%ﬁ£%¥KMAﬁ&ﬁ& Yorh, A b s RS B, AR TR VA
R E AR E TR EY, B LR KBRS — IR, ER KR
2 P AF R N o A6 B S — IR VR FEIT G, ek B (R[4 ) Bk BE W e A0 TR i
FR%%WE%EWWHW@m@ﬁW)%ﬁﬁ%ﬁ%/%ﬁﬁﬂ@l%%ﬁ&fﬁ%
[0179] 3@ ;AR 4R LCMS/UV-VIS A I (1) e i AR o 55, FH N W0IR & W) AL 2% 2 1 A

28
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33(91% ), KERWIRED (9% ).

[0180]  SJitifh] 9 «FEAR /K ARSI -H AT HCL VM HEALTRI R 18 JE Ay ) M

[0181]  7E 500cm’ it &7 5 VI /) =S B B, 4 16. 8g (0. Tmo1)N?, N, N~ = [( =
FEHIL) = FEIE 1-1,3,5- —FEM 94g (Imol) ZRMy#ARAE 200m] W& 25, 7g (0. 3mol)
FER MR (35% ) o FEIASIEAE 15°CIFPIEMA 10. 6g(0. 3mol) EhiR. IR THE ~
28 CHFE S F HAHBE RN R NIR A 3 /N MR SRS & 95. 9% [ 2 e iR &
Yo

[0182] K 250cm’ 2% B F A I ANKL R MR A0, N ioh i BRS 2 B, SR S5 PR A 1
RER. BB EREREREY, B L E AR B KRR Y — Ik, EREGL
5 UG AR R N =W o A6 B Jo — IR VERFET o, W ek B (BRI B ) ik B8 s e (0 TR
o B DR 28 R TAEE (50°C/KIHRAE ) 7337 %4 88 % MVE A B ] 7R UKL S N =40 o
[0183]  J@ it AR #E LCMS/UV-VLS A I () e 10 AR UF 55, FH R R ™= W0IR S W) AL 25 4L A
19(6.8% ),20(65.9% ),21(22.3% ), 4. 1% [ = F A BEFEED 0.9% ) o

[0184]

N7 NoH
OH ré/L*N
@T\ri{"\w;\?”‘“w
19 0 21

P

2
[0185]  SEjffs] 10 : = 3L =R w % — Ky - 2 Je A& (21, CyHaoNs0,)
[0186]

Ko T
i

[0187] 7 500cm’ {1y AL & A IRLEL vh AV A% 1) = BRI, 45 25. 05¢ (0. 0970mol) 2,

4,6— = [( = 53 B F) = B & & 1-1,3,5- = 1 F1 100. 10g (1. 06mol) = My ¥ #&
7E 25.5em’ (0. 322mol) B K ¥ W (35 % ) o B8R 5 IR 7E 15 C JF B n A
140. Ocm’ (3. 64mol) FFE . & TF 2~ 26°C I E SR T BRI MU R NIR G 4 /N, 4R
JETE B0C IR L /i MR NIREWIEA 85. 2% M2 Jefhg 21. 4 250em™ % &1 /K
TONKL R ARG, IRk SRR S B0, AR5 TRV 1 2 %00 o 43 B9 Rkl B2 1 7 B
W, K LIZ KA I KSR i ) — IR . E R PR RE 8 WK, B3 R N =) 1
Ja—IRVEERET G, B mR B (BT [ 44 ) e B WD A TR o, BB U 25 K T (50°C
KRS ) 13315 76. 8% 11 21 HIMEAN Bt A IR R N =4 (45 50 :81-86C ) o R4
LC-MS (UV k5l ith £ ) e (i BR v SRAEAS AT AH Y. 1 R B0 1E , KR N = PR A AL 2 4
H:21(76.8% ),24(1.75% ),26(13.0% ),49(7.0% ) »
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[o188]  2,27,27-(1,3,5- =MF -2,4,6- =%k ) = (FIEEE I )- = (LFE) =%
((07 O, O>_21734> E‘]%ﬁE:
[0189]

[0190] Mp :199-200°C,

[0191]  'H NMR (200MHz, DMSO-d6,30°C ) : 6 = 9.60 (s, IH, 1-OH) ,6. 80~7. 10 (m, 2H, H3 Fll
H3”),6..71-6.81 (m, 2H, H4 1 H4” ), 4. 70 (s, 2H, H5) , 3. 03 (s, 3H, H6) ppm

[0192]  '°C NMR(50MHz, DMS0-d6,30 C ) : 86 = 164.5(C7),155.3(C1),129.0(C3),
128.0(C37 ),123.8(C2),118.8(C4),115.2(C4” ), 46.40(C5), 33. 80 (C6) ppm

[0193]  JTCEA4MHT :C :65.51% (Al 66.65% ), H:6.28% (1451 6.21% )N :16.83%
(P15 17.27% ) »

[0194] £ Xf 1.52 % & /K & AR 4R o & 4 oF 5 W & 1IE{H :C :65. 52 %, H:6. 19 % FIN
17.09%

[0195]  sizjfdsl] 11 DU R = SRE L - KW - B IiIA M (51, CyHyN0,)

[0196]

pros]

[0197]  7E 50em’ (R JE LS, 5 0. 990g (4. 09mmo1) 2, 4- — [ (RHFL) R ]-6- —H
S -1,3,5- =HEHI3. 030g(32. 2mmol) ZEMYHAALE 650mm’ (8. 22mmol) FFE KW (35% )
o A 5. 6em’ IR (98% ) FFAEZIR T HLFE R NIR G 5 /N, ARG 7E 50°C T HiHE 1/
o RS, 25em’ 2 B F AN KL SR A0, DA ik 5 RE SR o Bh, AR5 PRI vA- )
RER. BB EREREREY, & B E R KRR — k. EREGE
3 UGAF R RN W) o AR5 — IRV o, Fmrhh B (R [ A ) B B s A T3 Bl
b, B IR 2 R (B0°CKIRFE ) 13315 91 % = Je Ak 51 BIAE R B A K
1. 53g LN =4 (HR#E LC-MS U AR AR A UEAT AP [ REUL IE ) o

[0198] SRR 708 AF AWK / 8% (10 @ 1) VE MW shAH, ) ki 60 E A i
MA B Ry (1.998g) 743 B H 2H 1) e ) 44, 79 31) 0. 752 (50. 9% ) [#] (0, 0)-51,52,
0.63g(42.8% ) ] (0, p)—51,53 LL& 0.093g(6.3% ) I (p, p)—51,54,

[o199] 2,2 —(6-( —F& 3 )-1,3,5- =0F -2,4- =3 ) — (AR —FE) = (FH
i) B ((0, 0)-51,52) HIZRTE -

[0200]
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[0201]  Mp :156-157C

[0202]  'H NMR(200MHz, DMSO—-d6,30°C ) : 6 = 9.80 (s, 2H, 1-0H) , 7. 04-7. 11 (m, 2H, H3 FlI
H3” ), 6. 73-6. 81 (m, 2H, H4 A1 H4" ), 4. 69 (s, 2H, H5) , 3. 05 (s, 3H, H8) , 3. 02 (s, 3H, H6) ppm
[0203]  "*C NMR (50MHz, DMS0O-d6,30°C ) : § = 164.6(C7 F1C7’ ), 155.4(C1),129. 2(C3),
128.2(C37),123.9(C2),118.8(C4), 115. 4(C4” ),46. 50 (C5) , 35. 66 (C8) , 33. 59 (C6) ppm
[0204] IR(KBr) = 3077,3938,2707,2615,2358, 1586, 1548, 1485, 1444, 1399, 1348,
1319, 1248, 1150, 1100, 1052, 1039, 947, 869, 808, 753cm "

[0205] ESI-MS(AcN : H,0 =14 : 1,c~ 0. lmg. cm’, IFE A ) :m/z = 395. 3[51+H]"
[0206] 2,4” —(6-( —F&I)-1,3,5- =0 -2,4- =3 ) — (FEER—-FE) = (FH
i) ZM ((0, p)-51,53) HIERTE -

[0207]

[0208] Mp :80-81°C

[0209]  'H NMR(200MHz, DMSO-d6,30 °C ) : 6 = 9.89(s, 1H, 1-0H),9. 23 (s, 1H, 1’ —0H) ,
7.05-7. 19 (m, 4H, H3, H3’ , H3” ) , 6. 5-6. 81 (m, 4H, H2, H4, H4” ) , 4. 68 (s, 2H, H5) , 4. 64 (s, 2H,
H5’ ), 3. 05 (s,6H, H8 H8” ),3.02(s,3H, H6” ), 3. 95 (s, 3H, H6) ppm

[0210]  *C NMR (50MHz,DMS0O-d6,30°C ) : 6 = 164.7(C7”),164.5(C7T C7’),156.3(C1’),
155.4(C1),129. 3(C3),128,9(C3” ), 128.7(C4” ), 128.2(C3”),123.9(C2),118.8(C4),
115.4(C4%),115.0(C2”),50. 14(C5”) ,46. 57 (C5) , 35. 58 (C8 €8’),33.52(C6) ,33. 22 (C6”)
ppm

[0211] TR(KBr) = 3383,2931,2703,2610,2359,2342, 1586, 1542, 1445, 1398, 1351,
1320, 1247, 1169, 1101, 1052, 866,807, 755cm "

[0212] ESI-MS(AcN : H,0 =4 : 1,c ~ 0. Img. cm >, IEE TR ) im/z = 395. 3[51+H]"
[0213] 2,2 —(6-( —ZF& % )-1,3,5- =0 -2,4- =3 ) = (FEER —-ZE) = (FH
%) ZB ((p, p)-51,54) BIRIE -

[0214]
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[0215]  Mp =236 F ARPIR

[0216] 'H NMR (200MHz, DMSO-d6,30°C ) : 6 = 9. 23 (s, 1H, 1-0H), 7. 06(d, J = 7. 43Hz,
2H, H3 A1 H3” ),6.68(d, J = 7.43Hz,2H, H2 F1 H2" ), 4. 64 (s, 2H, H5),3. 05 (s, 3H, HS),
2. 95 (s, 3H, H6) ppm

[0217]  °C NMR(50MHz, DMS0-d6,30 C ) :8 = 165.3(C7’ ), 165.0(C7),156.3(Cl),
128.9(C4),128.8(C3 €37 ), 115.0(C2 1 €2’ ),50.00(C5),33.17(C 6),35. 47 (C8) ppm
[0218] ESI-MS(AcN : H,0=14 : 1,c¢ ~ 0. Img. cm°, IE & TR, ) :m/z = 395. 3[51+H]"
[0219]  SEjfsl] 12 - 7o 2% = WUl — KM - B A4 (50, C5H,N0)

[0220]

%{J®Qa@ Q}H

o A

[0221]  7F 25cm’[{IR S BEN P, 45 0. 50g (2. 21mmo 1) 2-[ R AL ) A3t ]1-4,6-— (—F
) -1,3,5- =R 1. 28g(13. 6mmol) ZEMYHMALE 175mm’ (2. 21mmol) AP /KW (35% )
o IO Lo dem’ TR (98% ) JEAESIR FHHE R NIR AW 5 /M, SR 546 50°C R HiHE 1 /0
o SRS, 10em’ 2 B AN KL R VR A4 DA ik o5 RE R0 o B, AR5 DRI vA 4]

FE. B AR R Y, B LR AR I KRR — IR, ER IR
3, AR N = ARG —IRVEIRFRT G, B moR . (BT [EA ) % B D A T
W B VR ZE R TN (B0 CORRA ) MR E 74. 5% K2 Je A58 50 IE N F Ll 7k 1)
FLR =4 (HEHE LC-MS WA )

[0222]  2-(((4,6-— (=FH%FE)-1,3,5- =M -2-3%) (L) -%3E) FEE) By ((0) 50,
55) MIRALE :

[0223]

[0224]  Mp :169-171°C
[0225]  'H NMR(200MHz, DMS0-d6,30°C ) : 6 = 9.91 (s, 1H, 1-0H) , 7. 05-7. 12 (m, 2H, H3 FII
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H3’ ), 6.70-6. 80 (m, 2H, H4 1 H4’ ), 4. 66 (s, 2H, H5) , 3. 04 (s, 12H, H8) , 3. 02 (s, 3H, H6) ppm
[0226]  13C NMR(50MHz, DMS0O-d6,30 C ) :6 = 164.8(C7’),164.6(C7),155.5(Cl),
129.5(C3),128.3(C37 ),123.9(C2),118.7(C4),115.5(C4” ), 46. 59 (C5) , 35. 53 (C8) ,
33. 35 (C6) ppm

[0227]  ESI-MS(AcN : H0=4 : 1,c~ 0. lmg. cm >, IF 8 445 ) :m/z = 303. 3[50+H]"
[0228]  4-(((4,6-— (—HZHk)-1,3,5- =M -2-J%) (L) -22k) FEE) By ((p) 50,
56) MIERTE -

[0229]

[0230] Mp :163-164°C
[0231]  'H NMR (200MHz,DMS0O-d6, 30°C) : 6 = 9. 22(s, 1H, 1-0H) , 7. 07 (d, ] = 8. 48Hz, 2H,
H3 FI1H3’),6.69(d, J = 4. 48Hz, 2H, H2 F1 H2’ ) , 4. 64 (s, 2H,15) , 3. 03 (s, 12H, H8) , 2. 94 (s,
3H, H6) ppm
[0232]  °C NMR(50MHz, DMSO-d6,30 °C ) :6 = 165.2(C7’ ), 165.0(C7),156.3(C1),
129. 0(C4) ,128. 8 (C3 F1 €3’ ), 115. 0(C2 F1 €2’ ),50. 0(C5),33. 10 (C6) , 35. 4 (C8) ppm
[0233] IR (KBr) :2933,2868,2790,1736, 1614, 1540, 1444, 1394, 1359, 1316, 1263, 1217,
1168, 1149, 1103, 1054, 982,950, 866, 848, 806, 622, 570, 534, 504cm |
[0234] ESI-MS(AcN : H,0=14 : 1,¢~ 0. Img. cm’, IEEFHR ) :m/z = 303. 3[50+H]"
[0235]  SEZjif] 13 :4,47,4” -(1,3,5- =& -2,4,6- =3 ) = ( FREEK - )-= (I
FEE) - = (2,6- ZHEM) (57, CxHuNe0s) HIA K
[0236]

C}H

8
[0237] 1 25em’f [E B B 6 T, 4 0. 507 (1. 936mmo1) 2,4, 6- = [( =¥ F 4 ) - R
£ 1-1,3,5— =M 1. 449g(11. 86mmo1) 2, 6— — FF Wy 7> BUAE 460mm’ (5. 817mmol) FP ¥ /K %
W (35% ) o A 2. 8cm’(74. 2mmol) FRFFAE S IEL N B HEE BN I NIRA Y 3 /i, 4R
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JEAE B0°C T HEHE L /NI o AR JE 5 4 15em’ KBS TR IAKL R N IR-E 9, A A b R4k
G380, SR JE PR HI B ER . 40 B RO FE R B, s 2 KA I F KB ik i —
Wo TEVERIFE 4 K BB N =Y FEf G — RGBT G, T ok B (Bl 14 )
W BV IRAE TR R T, B R 2R R A (50 C/KIELRE ) 15318 92. 5% 12 Je 75T 57
(R R Tl AR IR R S =4 (87, 5% AL )

[0238] Mp :176-180°C

[0239]  'H NMR (200MHz,DMS0O-d6,30°C ) : & = 8. 03 (s, 1H, 1-0H) , 6. 80 (s, 2H, H3 F1 H3”),
4. 61 (s, 2H, H5) , 2. 95 (s, 3H, H6) , 2. 09 (s, 6H, H8 FI H8’ ) ppm

[0240]  '°C NMR(50MHz, DMS0-d6,30 C ) : 6 = 165.1(C7),152.1(C1),129.0(C4),
127.6(C3 F1 €37 ), 123.9(C2 F1 €27 ),50. 12(C5) , 33. 20 (C6) , 16. 58 (C8) ppm

[0241]  ESI-MS(AcN : HL0=4 : 1,¢~ 0. Img. cm >, IEE TR ) m/z = 571. 6[57+H]"
[0242]  SEjifs) 14 : T2 & JE A IR LC-MS J732

[0243] FI Tk H 2- FEME R CH- Be4H 73 1) 5 JE 25 B i1 7 v

[0244] W5 A 0. 1% FER/KE (pH = 2. 47)

[0245]  ¥57IB : LG

[0246]  # :Zorbax SB-C18,250 X 4. 6mm, 5 1K

[0247]  #H¥E :40°C

[0248] s :1000mm’/ 434

[0249]  VEGFARN :50mm’

[0250] UV £l :254nm

[0251]  AESLHISS : ~ 0. 16mg/em’, ZESE  K=1 1 1

0252

- BEARRF: 54 B A %5 B
0 50 50
30 0 100
35 0 100
35.1 S0 50
45 50 50

[0253]  MS :ESI

[0254]  ms 4 M4

[0255] m/z = 80-1000

[0256] i e = 35%

[0257]  HH Tk H e K CH- BR4H 43 1] 5 JE 25 B 1 77 V5
[0258] %51 A 0. 1% FRR/KEH (pH = 2. 47)

[0259] %557 B : L

[0260]  #F :Zorbax SB—C18,2. 1X 150mm, 5 fK

[0261] A :40°C
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[0262]  yiidE :200mm’/ 73k
[0263]  J 5 AR :10mm’
[0264] UV 5] :254nm
[0265]

BEAARF: tUn4%F R A
0 70
10 70
[0266]
40 0
45 0
45.1 70
50 70
[0267] HTXUEREZ JE A 25 B ERET -
[0268]
tIn-4F B A
0 80
10 70
45 0
50 0
50.1 80
55 80

[0269]  FESLHIE : ~ 0. 15mg/cm’, fELJE - /K=3 : 2+

[0270]  MS :ESI

[0271]  ms* B PR Ak a5 d 13
[0272] m/z = 80-1000

[0273] W RER = 35%

35

100
100
30
30

#7 B
20

30

100
100

20

20
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ppm

30

338—

6.4 —

15.2 —
8.8 —

1238 —
Tmno e
1290 3 3

1w

155.3 eme

-

e

1

1645 — =

K 2
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