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WEfTAEY [ ZPRAKREE (DP) h40]); {HRE, XK G b 205 8 1Y 258 i
TrRIR R G WetE, U3R By Peae 5™ b i 2 092, mHERPRAARE, d
Uifs R EBeEER @, B)E, B RRRESYRMET T AMANH, FEEHG
B, BERELTRMFEIRESYRLE (DP I FAZ) BRBEALEMN, MR, ER
IO i =X B R R R — SRR BE MR, PTRE L M SE 4 AMIFE .

RNARXA BT UREZHEARF RS (EWERSSE. BRI
%) FABFR, FEXAPEEAERER, LEXZRARRIRNFERS 55
TR FRERBFR TR, RN EZZMUTROHDERERE k.



2.1 SHBE

ZHEZFETHY . MEY. EE. BEEYsFaLES, KAZH
FEEZX, BEAFRNSHEZEEMEZINEENE. BIBLESEHAR, KBXEHTF
FIARRGY RN ZHETTHS, k2.1 FFr, HPaEgERE (glucan,
1—~8), REH (fructan, 11), RE & XM FE W (aminodeoxyglucan, 12~13),
DL K & BERERE (uronic acid) BT EE (14),

£2.1 FEXRREMAOEH

WA Fe E 3 . &% T
R 1 Y F-(1—4)-D-7ii & (6]
L] E2 2 1 A (1—=3)-D- i 8 5% [7]
/AN B T il 3 W G-(1—=3)-D-7i %5 0 X 6k [&]

B-(1—6)-D-7ii 85 9 & 5%
T EA 4 HE A C1—=3)-D-9 % i 3= 6 . [9,10]
D] %5 1 3 &%
£ et 5 £ a-(1—=6)-D-H %% = 5 [11]
a2 6 M a(1—=6) 2 3% & 3F = b [12]
I ¥y Hi % [13]
L 7 a-(1—=4)-D-1ilj 4 ¥
3 o B 8 a(1—=4) -l o (1—+6)-D-i %5 ¥
A BB 9 HY | pO—~0)-DARREEH [14]
TR R 10 iy | p-(—)-D-HEmWEE, [15]
D FL9 4
wm 11 Bty | BC1-=2)-ok 5 58 [16]
G 12 0% B (1—4)-D-( N-Z, Bt ) & A 9 % 0 [17]
7o B o 13 B 01—4)-D- S B 4l &5 0
i 3 R 14 W | e (1=0)-L- TR (18]
B C1—=4)-D-H 7% 0 R R

EWER L T RAEBCRMEAERE, MRERRE, LA LRSS
M)—NHz. C#R [9, 19~23] X ZHHF. B THRESSEHHAT T LmeHE.

2.1.1 HER

HH%R (cellulose) & D-MEMH & BT (BRHRGERRIL @i pa—1
BEHHEENMAMEARYEY (RE 2D, FHERECAMRISBEREFETHE
Vb aY. REAERN Y FEMRE. ¥—, G4E80 B RIEH & 20985



2 BB 5

THH, XY FEMFERGYER, WERNEYE, EHEBENEW. H
i, IAFCHAERARBROEH, WHT. B TFRRESEN, #iFTR
RARBFFE 2, i1 F—OH 5 6 py sl 8 (8] (9 55 48 5007 SR F 96 R T 36 % 38 09 1 i
P&, DP 30 WALRS FRRETF KUY EGIEN. HFOAREKGEHTH
RBRAF MM T4 R, FE A 4 0BT 6 1247 0 8 5 A 58 9 1
HF‘I [Ei.Eﬁ]u

HTERTHER, MICEATREAFGESBEN, KPS Hmne AT
Z PO BE LB, 4. DMAc/LiCl #1 DMSO/TBAF, B 2.1 (271 2 4 4 % 7
DMSO-ds /TBAF H1#C NMR i€, 8%t 6 MR Fiedbi7 7459,

TBAF

B 2.1 £F4FE#E DMSO-d; /TBAF $ #5'3C NMR it ggler]

2, 3FN6 MIBRIFFRTH B AR LIHIT A3, fh L a5 B AL 2% 1 . *H
ASFE AR R BAL B8 05 3, AT LAY BIR[E DP A 4%, K ®R48 DP {E "] 3% 12000,
i D 5 B S B9 MR 40 DP £4 800~1800, A¥ (EMEAYAEI) 29 600~1200.,

R2.2HMTILAN DPEHEFHEB ™5, XL G ] B F A M, B —F
S 58 ML B 4 4 7 o K 00 0 v R R AT (Acetobacter xrylinum) Hl- FG B K

B W (Acanthamoeba castellani) % A a8, {H Fi 15 27 4 2 /9 43 25 &b 1k B ok
2.2 FUAHEEHdAR. DPREaE

& !__E W/ Y .]}P"i :;:__ ﬁﬁ&
WEM | W | Ak /%
Avicel Fluka 100. 0 = = 280 61
Sulphate pulp V-60 Buckeye 95, 3 1. 6 3.1 800 54
Sulphate pulp A-6 Buckeye 86. 0 1.8 28 2000 52
Sulphite pulp 5-V-5 Borregaard 95, 5 2.0 2.5 800 o4
Linters Buckeye 100 — 1470 63

2.1.2 p-(1>3)-FEHE
& A =3)-HWRHE (glucan) Z5HMEHERA W BHSEHES, FE=3, 1

6 X 5 0 il JOBE LA ORI I A e 5 R SR T B



6 SEELR N

REGEBZMH (curdlan ) FETHE. B, BE. AEANSEHY S RF
AUlEG, BE, BHBT I, - cERiE, B Alcaligenes Tl Agrobacterium
EBAHEAT A RE R M. LEMEE T ER, HE (OF Alcaligenes
faecalis Fl Agrobacterium biovar) "B ER N F(1—=3)-D-EHEENEERED
(LE 2.2 29y, XFh g R AE DX, DP 2 450, AJ# F DMSO f1# NaOH
W, AABFEAET KY 700t BEle 20 .

IEE MR (scleroglucan) B—Fep P ZHE, B 5-(13)-7i % B 28+ %
#, BENMFEHEERCAE - Q=6 -MEMMEE (WA 2. 20, ZLea
7K A DMSO, /NEZ BB R B Sclerotium glucanicum FIH Al Sclerotium %
PSS Z 8. B Schizophyllum commune SN BB EH A S5 /D H
] 2 A [ ) — g g o0

OH OR OH
46 5
HO OH OHo 0
- ; o O--.
OH 3 OH

OH 1

M2.2 g3 WEENLFEH
REE®E (R=H), MEBWERS (R=pD 0 HW&8HE)

/MR . R RS SR A S e — e R R T A

2.1.3 AEEHE

HHEWH (dextran) B—Ha i ZrANE ( Leuconostoc 1 Streptococcus) i
FHRHEDRE, HEEN o (1—6)- BB, (576 4058 4 5= 004 e 09 8 1 e
HEET AN L WHIARR, o (1-6) MR N EBHTE#M 97 %~50%, H4eN

RN - (1>2) . a-(1-23) #] o-(1—

6)0311 Leuconostocmesenteroides NRRL B-512F

2 ME— 2 Rl N2 A B R, LA A A A e

HEER «(O—6)-H B, [FHESTRBIEMN

(Z95%), BV R «-(1—>3) L, ZEHmE

2. 3BV, CEE A OB A — N R A T,

X 2 A o Wl — AT T K R B R R
1 . W= . G LERANF AL ER

H k24 2000t [33]

2.1.4 &&=
B2.3 HiElangs
[E Lewconostoc mesenternides NRRL B-512F E’ g‘ l—t‘: {PL[“I.I]HH) ;% T ﬁ Ha $ E E- ﬁ an-
£, REEHHASKUWERE «(1+6) rpobasidium pullulans ) 565 B4 P2 00 K 35 4%

ERUNMGRE DUBRER] | g sl 2 BATERIA Y, 8RRl F




2 ZESH 7

ZHEE o (1>6) FERM AR B S T2, FEHEZB N o (1—4) WEHN D
WEm (WE2.4), Hik, 820 Fa8& T HEEW o (1-4) -1 B8 4 i
BEH B a (1—=6)- R WAE PR B BE . HLE5 M4 F BLEE 008 F0 4 HE W5 2 ] .

L C
O
Hi 0 B
H 4501‘1
OH 5 _0 A
- 1 OH
3 20H
o 0
H

H24 EB/=fEH

BREZZHOFHE2. 3. A L ARMEEARNLEE (RE 2 O, 1 D: 0O
B DMSO-ds Ry, %38 2200 F#479C MU H 19 NMR 4047055, B9 o-(1—
6) HEMBEHEATH o (1-4) HEMNEER THEEANE A HE, XA
AT RE 2 WAk 2 e i Mot 20, R R W e i v f Bk =

(a) (b)

B 2.5 X@EH () ASEEH (b) NEWBELLES
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2.1.5 &EWH

VEW (starch) A D-AGBENRADAN. HEER ( amylose) 3L
HEVER ( amylopectin), HEEEBREN o« (1—4) EEMNEBWES T, ZHEERN
Ha(l>4) EREOBEMEEM(1-6) EEMHEHE LEHRR (WA 2.5,
BHERN S TR 10°~10°, MX@ENAEHBERN S T/ 107 ~10803,
WYFh AR, Br& B TE R F sk AR (& 2.3).

F2.3 EHOHER. AANHRER

3 S SRR AR/ % 18t iz : 4 4
i Lo K KT B 70 National starch www. nationalstarch. com
Tl 1R S E o E W ] National starch www. nationalstarch. com
+EER 28 Emsland Stiarke www, emsland-staerke. de
R R TE R 1 Cerestar WWW. cerestar. com
2.1.6 FHHR

KA dgEE (hemicellulose) HEAMPBAEHHEDEEMRN 20%~30%, 2t
REGREEFENEZHEZ —. RIELME L, Y27 4% R 0T 560000 48 HUA 40 g B¢ %
W, FARERGFAEZHREW, KPP ARRERE (xylan), HEEM (mannan), ¥ FLE
Wi (galactan) J"EZfFETFARME,

(1) AR AKEHESHERE RN —RPTFER, EiEHDMEESD,
EZER MY ARAS D, KEEYEEFELEHNER (WA 2.6 1)),

RFHARBENERY (>4 BFEMAEAMmARE (Xylp), KRB
BRI O-Z BRI, EFEMAWF S, R EFE 4-0- 9 27 & 5 R K
BE [GX, WH2.6(a) ], FTHRFA 4O Eo DGR (MeGA)
eE, WA R EEASE RS GX FIARS MeGA B2y (4~16) ¢ 1,

WA 2-0-a-D- %5 58 ML R FR A/ SR 3L 4-O- W RATAEY (MeGA) LUK 3-a -L-
BIHC A kil (AraD WG (W 2.6(b)] MM R{AREE CHEMER) AR,
SRR A EOR A L AL AR A R Ay . & 3 /R 2. 3 i fn) A
B o L-Araf RO ok AR RS SR L A P HERT R AR B R B A M L ZE /4

o BE AR KRR A AR (WE 2.6(0)] FETHFHAMEFHR
B, HAERARE R Xylp RER RN LMo HFEZER. KERWN DP X4
100~200,

(2) HigXRME HLHEAMSAHSEE. RS2SR EN. B
2.7 B B BOA T H AR B SS.

2.1.7 JN/RE

JURBE (guar) BRAEPIRMBAAE, MBI EEKERS ETER5.
JIIRBEZ B AR, BT RREIH @B, BE/KFEETIA 2000000g/mol,
EEFLH RS, S H@EE - Ao, HEp0—4) Bira



COOH COOH
{:]'I:; O {:Hl Q
) H
oH)) s OH),
H H -
9
OH 3 3 20H1
i n=3-~40
(a)
i COOH
0
CH,0
H H
. o OH
0
H H
O 0 OH 4

(c)

H2.6 +OFE FERERARE (0. WhioEHT
(MEEREE) ABE (b RO AEE (o el

1
ﬁ OH 0?!“
Ac= H,C—-E'
Ac a-D-Galp Ac
i) ' i)
2 6 3

—=4-B-D-Manp-1-—34--D-Glep-1— 4- f-D-Manp-1 —» 4- B-D-Manp-1—» 4- -D-Glcp

H2.7 RAWHERBNEH
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EH, DI, o (1>6) i€ (LM 2.8), PR GIZ 1.8 1, MEETF
LIRS U < A

OH ,OH

&E ; §§5;u
DH 6
-0 4 -0

DH

M28 MTREENOEH

2.1.8 #H
B Gnulin) EREBE (fructan) ) —F, RN ZHEAETHEEFEHSP .
OH Wi ERM p(1—>2) EHEE MR R TR, &G
Lokt BT W . 449030 B 6 DP Bl $0 36 7] 75 1 2
H - : ., Hili® DP K, BE (Cichorium intybus) . FHN
3 OH i £ (Dahliapinuata Cav. ) HI3§3E (Helianthus tuberos-

1 BB BC—>6) EAM K 1% ~2% 4% ~5%. {8
OH ?Hl In R, MEAH A DP R, 29 10000 ~100000, H A
ARSI EERS ST (L 2.9),

H OHDD'
H 2.1.9 BEEEMSEE
OH
HI5E % (chitin) [ 4015 Fi& A HLIE S, Hop

B AFHE L NERFNIR K A SR UF B LR A R Ak

HKH T XhYHERY ., HEMBEPSENEER
B, RJH NaOH Wb, af{RMER S, HRE R (1—4) EiEmW 2 BE-2-7,
MEA LM B (GIeNAC BB AW, FEEM (chitosan) M 2 4 5 19 2-Jhi -2
HMEHE (GleN) MEAY: R, XM 2R LA NS Ry, H
HEMNBHFHERFE G GleNAc fl GleN 523t (WL 2.10), B [X 4 ix 5 Fh £ 45,
W IF I BRI RIHAE 1% HAc KR P B mtE. BAEE4Y 40% GleNAe,
fE 1% HAc AR ; BEIRM T 1% HAc 593 49 0 FR H 2 5o (98]

FIEH I DP —BA F 5000~10000, th FHAESEEN, PEEGE =R
FIHREELH, E=FRESNHERFEETEN TN AR, 4k ZHH
SR AN FREN o PR MR B SR AE1E. 2 BRA 10 2 017 i AT 48 {2t 4
MHAFEE™ S (WE2.4),

Ho6 HOO | ws) BB MM VEW, = F BT DP 4 5%
OUC'\/: 10~14, 20 #1 6, KA BRI B AL, 4015 Ak i 76
4
3

2.9 ®Eoig
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0 0
OH cHy—4 OH cH,—< OH
NH 4 NH
i - D ﬂ H G
e ey o
3
; OH il OH ’
CHy—{
0

B210 GNBHEENERAEEEENARNPTRE (DDA 40%)

T2.4 BHPHRERERM B

oy il 4 Atk

Henkel KGaA, Disseldorf, f# & www. bioprawns. no
Genis hi, ik 5 WWW. genis, is
Kate International, H 4 www. kateinternational. com
Kitto Life Co. .Seoul , # [ www. kittolife. co. kr
Micromod GmbH , §fi [ wWww. micromod. de
Primex Ingredients ASA i WWW. Primex. no
Pronova, ¥ i WWW. pronova. com

2.1.10 FWEs

MM RREL (alginate) J2—FhBC¥E S B, EWETTEER. HTH LR
V9, ML —REWERE LR, EER LT ER L FUE5EK &G,
Macrocystis, Laminaria 1 Ascophyllum S E ) =R M ML), i S b
MEBERRITTH o« - PR SD- H BB, EE % TL 14 B A )

(OO0 OH
HO OH H : OH
00
B-D- H s RiRERE (M) o -L- o ' {RE R (G)
6
“00C OH 4 ED?DH 00C
-0 H 0
H
(] OH oo OH
OH OH
G G M M G

B211 SEMENLEEy
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MY ERE, BaTFEERA G P MERGEE . H %R R X3 LB
(WL 2. 1),

EFEP R T HBRERSRER (XX 10000) . 55 T L1 8 3% %
R0 kb, i fbeEA R, R, TRIE R RAHERERS RSE R,
VAH SRR RERR C-5 25 (6] S A4 MG X g B MR ER T MO BRI B, o - B HERE MR C-5
R R4 AL N, ALk pD-HERRERR . 7T HE 8 g-D-H B R R
.

EWREGMZZMAREN, MARE=FWEHZREESHAER, Hilt,
AT IE & Je 0 B B IE 10 W7 5 B ST RO S5 MM . ELIR 07 I sk AT
T —FHTNA.



: : : . . ; ; : Lot )
; ; ; - . LU AR
3+-iillﬁilﬂfilﬁ Bae . R

HATE @Y TIFEABI S k. AT EEEl. ZHSARLEY
CAnygs R SRR ) 1] AR VR . W 7E B8 5 R WP MO S R 45 40 %, STk (19
Gk T ZMBRAEWOFR I ERER, AEBENBTERIAE Mm%
PE—REME T EEAR.

BT MATEASR PRI R AL A &ML, BFIA R % e stk
JEA] B4 I Mo X BHEAATE M 00T, K RGZAEIC R, A% BB A4 F 24 R Y
TEARBEREMBELN. BAABH 2 T TH RS ERET, HEX
IR AT BCRR SR X B T 5T ) 2 0 RO EAT S5 M 4 0T, IRON BDAE SRR RUAR IR, 76
AR, SREEFLM, S1540%. WMEERNT . 6P aEris o
WP PR . MIEARE) MBRRKARTE, WATEFEELET, RHEEAH
R 0 b, X 0622 S5 2 1) 0 5 ) 2 W0 000 4 A 2 O 95 4

VF 22 BE Bl 1 5 T 1 © BN R B 2 AR A BT A B W vh, 3L R B4 ik
ALK 38 Oh- 0] I O3 600 B E AT 58 BT B E RRE, BF 4y Tk 3. 1 R,

Rl ZREUANPIEANLEITTZ

ik i 77 : Amax /N AT M &5 Hy & & 30k
BN A - T A 620 o = dat L TVEA [41]
i (e . B
e Wl
Oreinol 3 3. " B R X 7 M B #. 665 18 .5 R £ [40]
FeCl;-HCI BEFEO, LS
kS &0 g )
WAL | KR AR 485 By LR 5 A [41]
¥ 36 BK| W BN A9 NaOH #f il B 8| 520 W MRS E M| [42]
* i 2 75 (€ 1835 )]
FREEAR /G| DR RN AR AR AR K R H2S0, 380,396,427 SMHEOM. X 6B E [40]
il ik S Bl ) 2 ik
PAHBAH # |PAHBAH-HCI # # ,NaOH 410 i 5 [43]
Updegraff #% |AcOH/H:0/ HNO:(8+ 2+ 1) FHEE [44]

WA, XM TFEFREAY, WiENERE. SR, TR E NS R A
HREH M SR, RAKERAHEE, TWEPSERYRNESEEaR ()

6 X W ATIRE FLBCPE AT 75 S oo 000 S BB R Ak B T 40 07 L B 7 il
KGIG » BEATRIR MR B AT, AT &k G E MR R B
DMF, ZJi§f5 T/ (6], ;
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3.1 Xilti&

BR T a4 4tk b o BB S8 A0-0T W4 6 6 BE ik, i T R A % ik 0F B BE
(NH—CO—CHs, COOH) g®Ei#tfTEEfmir. M FEEMHHETERES
PR, TR YT 85 B8R, UV/Vis M E ZE WA 210nm YW e, 7]
LA3K78 DDA fg U7,

V8 i wT DU 5E ok A S5 4, b T DR 78 5 W I ek i R b 25 A H i S 4k
FTIR i a2 it 5 I &5 WIEHE . FTIR WX Z£ % FH KBr E K i, @%.
KBr ERHEREWMERKN 1% ~2% (ARSI, ITHREBE P RMEE, 05
¥ KBr SZMYSREG, Hilt, FLERAREN., & FTIR i$E &, EZHE
W A 1630~1640cm 1 Hl 2340~ 2350cm 1 Ak, 43 51 3 0B B 2K BT CO. #Y UR ik
W, B 3.1 MRS FHER. EH. AEEEAMENES ® FTIR &
B, fFEREmE 3.2,

._::\_/\/( W
v m

4000 3600 3200 2800 2400 2000 1600 1200 800 400
5 em?!

B31 NHEBEENFTIR #H
{a) HHEFE. (b EB. (o) ﬁﬁf*ﬁ, (d) W ER

A R R L MR, MRMRE C—O 7 1620~ 1630cm ! FI 1410~
1420em™ ' B 1730em ™ ' A P= AL R (L3 3.3). EHo#% D-H B B AE AR 76 808cm !
Al oLt B M RE MR AE 887cm (W TH AL, T LA K 5 A 40 B 2 400 7 0 L 10 1
ﬁ [49] 3

HFLH 98 FBEAE 870cm 1 FI 805~820cm | 45 H {iF W Wi i (507 % FTIR #,
ML H 5% e e 805em ' LAY FETE R Wi e, BT LA AT EERE (i Saccharomyces cere-
visiae) PR HIRBAH BBEBAOL R OV, 46 FTIR £884E D 1736em ! &b
) Je B, T L e £ o 2 o AR B B & B (520
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£3.2 ZWFTIR EHISE

W em™! H [

3450~3570 OH i 45 g shdg .OH 4r 1 4 i

3200~ 3400 OH 45 ¢ sheg . OH 47 7 (6 & 6t

2933~ 2981 CHz3AE X FF i 45t 5 o

2850~2904 CHo X ¥ 45 4 zh

1725~1730 LA a COOH 9 C= O {45 i 5h v%
1635 RS B 7R et AR g e

1455~1470 Wk B P CH 2 3 B & 4 shef  OH N 18 1B 4 5l kg

1416~ 1430 CH: 59 4] i 5h &

1374~1375 CH 48 JE i sl g

1335~~1336 OH [ P42 JE 55 s i

1315~1317 CH: {E {5

1277 ~1282 CH EEmahsg

1225~1235 OH i 4 2 8 8 sh i 1L B COOH 9 OH #§

1200~1205 OH g 4 4 TE e 3l i

1125~1162 C—0—0C 3k % # b 45 & sh ik

1107~1110 I Al A 5 (e o4 4l e

1015~ 1060 C—O i} 5 I 5 ¥

985~—996 C—O {4 I &5 ¥

925930 ik ol - i 45 i = o

892~895 C— 5 3L 5 0o 495 4 s b . C1-H 70 T8 4 sh e 5 7 1o 445 B = o
800 Wtk ol - i 48 4 =) w%

F3.3 SRAMBPYILHBREN FTIR IRy ) M. em !

1 AR Fa 07 AR B o HEERN I EmEE
1730 — -

1610 1605 1630 —

— 1405 — 1635

920 935 935 —

870 880 870 —

805 810 805 860

— -~ 760 805

660 — - T60(55)

— — 600

FHIEELAF 1650cm ', 1550cm ' 1 973cm ' A HE{E M, BN EERET . 1.
i ; 1378cm ' ALY CHs X PRSI HRsh W e . By 1655em ! I 3450cm !
fbreEm AL, AIGE N-ZBE SR, EARmTFe,

N%(Z&£}=i1555
3450

X115 (3. 1)

3.2 NMR kit

BRI IRE I (NMR ) EBRSHWANERA NN TR, K84 8%
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F DMSO-ds . DO FIHARACHE R b, EXEHERP, T REINBZHHNH'H
NMR."C NMR #1 — 4 NMR 8 EMRERLS 5 T E 5. 1, BRMbkEGEBERL
BEEMME 8. 2), XMHEFRMALTHERLEMPSEE, NMR EMNEE —FRMRE. KR
e, MESRBREE AR ERE RN EC LM, 8 NMR &4 B
B, MTHERMATE, LA RAREE NMR o Sk ER: 3 FHMb
Zh, BICRRARMERE (03.2.4),

3.2.1 3C NMR ¥t %

WRFBEF, WRMA8Y~10% (JRESE) MESYENEFTSC NMR
GrbT. AT MERB B S AR, TR MR (L 3.17) FARE IOE R R
i PO, FREMBAM T T IEE R, MRERAYAERGHEF DMSO, win
F) 80 CEER A& LiCl. FrAE A S SIS B 4E BN, DO ¥ S5
SEBBEZ 61~2 GHEZEKR), F3. 44K H T ZH5C NMR WM (S SR & &
FAOLH T

R34 EZR'CNMRBENESHARELFABEE

C T R fEmB | CRFoRm) R
C-1(® 103~106 C= 00 4 f§i &t ) 175~180
C-1(a) 98 ~103 COOH 170~175
BT R, I 5 ke 77~87 O—CHs 55~61
C-2~C-5 65~75 O—(C=0)CH; 20~23
CH:OH 60~62 CH; 15~18

ERISH, SIHTEEMAM LG BAR. %, BER (G BE
TR FEMNB R TR R LA, R LN BESYAE 6103 &b C-1
B%, MEBERKEZHS (WE32) S94% (|2 1D,

5.0 DMSO-d,
_h”~mELpﬂEThikfil.‘ g

C-1 C5 C4 !

2 e ¥ ikl il ] | il Tl L

o 110 100 90 80 70 60 50 40 30 20 10

B 3.2 #HEZHEE DMSO-d; d s C NMR g E
(BER: Z 9 M B Alcaligenes faecalis)
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o5 SRR E R ) Z B C-1 WE7E 098~100 &b, 87~10 M{ESIEEN (5 (e %
RYPBEHRIER C3, CAHC6., WF Q—=4)-HRE, NFHEEMER, Ca i
YY1E 078, 6C-6 AATE 60; (1—>6)-F HEMETF I C-4 MEZYTE 670, C-6 ZY7E 067 (LI

3. 3058 )
110 100 90 80 70 60 50 40 30 20 10
i} 110 100 90 80 70 60 50 40 30 20 10
ih)

B 3.3 BABERE (Leuconostoc spp.) HHEME (2) FEH (b) £C NMR i

[ (a) M, 6000g/mol, DMSO-d; HEH, s REXLLR.
(b) & 28 HEEEM 0 EHEME DMSO-d, b |

®35 FTEAEHASC NMR k26

LA 2T 4 B
=4
C-1 C2 tec3|cealcCs5| Cs R
2B T (DMSO-d,) 104.6 | 74.1 | 88.0|70.0|76.5]| 70.1 [55]
‘#?Lﬁﬁﬁ-#ﬁﬁ.ﬂma‘n 101.5 | 71.2 |72.0|72.2|73.8f 63.9 | [56]
HEZ(0-0-0=6)-(1=0Gle(D: ) 98. 8 72. 1, 19 2198 2 E 7251 61 B [57]
B I 28 (DMSO-d;) 103.0 | 72.8 [B86.2)68.4|76.3| 60.8 [51]
HERH (D) 98. 1 71.8 | 73.3]70.0|70.3] 66.0 [58]
B i (DMSO-dy ) 99.9 | 71L.5 | 73.1|78.6|69.9| 60.4
it 3 AR £k 102.2 | 67. 71.8 | 80.3 | 69.9( 177.1 [59]
103.9 | 73.3 [74.3|82.6|78.9| 177.6
A4 101. 5 2.4 |73.8)75.3|63.0
¥ 62.1 | 103.8 | 78.0 | 75.4 | 82.5 | 62,4
4t E (DMAc/LICD 103.9 | 74.9 |76.6|79.8|76.6| 60.6
¢ BB (CD.COOD 100.5 | 5B.7 |73.0]79.4(77.7] '62. 9
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FEFE3S W, BT SIEME RN 2N C NMR k2B, HRn CR
BED AR (FEh AWK ABire C1 7 8101~104 4, CH:OH 7
562~70 &b, {EBRTE 672~83 4b. fEZGHIAYPC NMR ¥ b, 7€ 662. 1 i 562. 4 4b 4y
9 R R A A e, BT AR BRI RIEGE S AT, BT AR
" 91 C NMR i§{0H f1-RE,

®:36 EZEBEXHXADOPHYCNMRESHE [57]

FE B
g .

- C1 C-2 C-3 C-4 C5 C-6
(1-+=4)-(1—=6)-(1=4)Glc 98. 8 7.1 74,2 78.7 72.1 61. 8
(1-+4)-(1—4)-(1=6)Gle 100. 7 72. 4 74. 2 78. 2 72. 1 61.5
(1—+6)-( 1—=4)-( 1==4 ) Gle 101.1 n. d. 74. 0 70. 6 1Y 67.6

B C-1 M1 C-6 B C NMR {55 EH A, EARAC NMR %l & Z 819
AR e, C1 7 698.6, 6100.6. 8101. 4 AL A =14 85 e F1 C-6 7E 660. 2,
860. 8, 866. 9 4bAY =A4r By ugEnl fREEH B =P EEEF = (LE 3.4, HRA
W# 3.6)07, S TFRARBELT (M.60000g/mol) )% 4 ¥ %15 C NMR %
di, 061 AbAYWE I C-6 HA RtE 2, FHULEER C3 £ 077 &b — /i,
FWETE (1—=3) EEABER L.

() >
ye

H Q (B)
H 6.-OH

OH| 4
20 (A)
H ; | OH
3 OH o

Lt g S o M Y e

a 110 100 9 8 70 60 S0 40 30 20 10

B34 HEBEH (Aureobasidium) EE 27 DMSO-d; P #°C NMR i E

REVERE (BB LRBAEOSAEmR (C5) ZEEmEah, MER
LR (RMRLE) P, COMBIBHETS AH. C5 (£78), C4 (#4881
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HC-1 (£96103) Wea{7 B W] @ 57 BE BRI T B ma (LI 3.5), 4B & 8 R T (5
S AU EERMBER SR, X D H B o L& B W R 4
FI Y T B R R HE AT B A3 AT . R A C NMR 340 47 o5 W AR £ . 3l 3 95 3 4k X B
AT KM, ARG B E Y A0, (HUR, R AT AE S S BRI A9 R R B
-4

M35 SFARLSSBREODTSERENHSC NMR B E
[(HFHEHM (DHBWRE) 06 (-5 THER) RTEEESHY
%Emﬁuﬁi,fTﬂﬁm$ﬁﬁ£%h§LMHmﬁ¥,ﬁ$h

FEZESHCHBET ]

MARGHLHEFH TR, WASC NMR F7ER BRI, HE, H AT L B %
HRTHBE T, I/RT. #72 E kI H 5 B89 C NMR [, H X BB 53 K %
L R i B 1 B AT T AT, CH SR BEAG C4 PRIy R VT T BOK S8
BERE S SR LB (% 3. 7060
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#£3.7 FUHBESEDO PN C NMR 5SEEE

W Ak

Rpye C-1 c2 C-3 C-4 C-5 C6 .
2 B, Wk 101. 5 71.2 72.0 72,2 73. 8 63.9
4 B A8 H 2% 102. 8 72. 8 74. 2 79.1 77. 7 §3. 3
B0 H 5% 102. 7 72.6 ] 74.1 79. 6 76. 0 69. 2

AEETF DMSO sk 8, meafRmpeE, ARARBAESC NMR &, R
THREA RS HER, BMAYCNMR LR RBN T4ME
B0, hFESTFER,. GE@EWEKE GHEER B, mME 3.8 PR
) C-1, C-4 1 C-6 BIfb2F LT .

£31.8 HHEFC], C4FC6MEASC NMR {LI#EF
7 DMAc/LiCl &2 #4913 C NMR 4k % fir #562)

WO B
GRRAR e I st

i e B C-4 C-6

4 4 % (LiCl/DMAc) 103. 9 79. 8 60.'6
FHE ] 105. 3~106. 0 89. 1~80. 8 §5. 5~66. 2
RN 105. 8~106. 3 88. 7~88. 8 63. 5~64. 1
gHEM 105. 3~105. 6 8. 1—88. 3 62, 5—62. T

kST & £ 105 2 84 # 63

SO EAN, PFrEC2MBEIEPC NMR F5mEH®E 62558, MAR
2 521 4 7, W 2 0 B QL BR B T {5 5 F1 058 ~103 &b AGU BRI F 15 B Hl, alit®
N-Z. Bt 171,

ERRAEEMFAEMRALC NMR (52, BHUIFH—snn, 44
W LAERH, W DMSO-ds /TBAF, B ik RE P, B2.1 hGF%ER
£ DMSO-ds /TBAF f#3C NMR B, AGU B i+ 9 4k 25 00 B Bk F B % FH i i
A, k3.9 R B, WEEENE, ERARBANPOZHEER, MFERHHP
kM AL iAW, T EARAANEN NMR FE PR, HE P E R IR AR
k., B3 E M2 C NMR i 8] #£ CD;COOD 5 CD;COOD/TFA R (W%
3.10),

£3.9 FHEE (DP40) EFEBHPHYC NMR L3560

- [ s 7 S el

' C-1 -8 C-3 AR Al b
NaOH/D: 0O 104. 5 74.7 76,1 79. B ; 76. 3 61.5
8 £ It i Fn K i K (Cadoxen) 103. 8 74.9 76. 6 78.9 76. 4 61.8
HHAE =W RFE(Triton B) 104. 7 74. 9 76. 7 80. 1 76, 4 61. 8
LiCl/DMAc 103. 9 74.9 76. 6 79, 8 76. 6 60. 6
NMMO/DMSO 102. 5 73.3 75. 4 79. 2 74. 7 60. 2
TFA/DMS0O 102.7 72.9 74.7 80. 2 74. 7 60.2
DMSO 101. 8 72. 6 73.7 77. 3 71.7 60, 2
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F£3.10 PHEELE CD;COOD 0 CD; COOD/TFA gy C NMR {kfuf#

e i 1
il
- C1 C-2 C-3 - G C-5 C-6
TFA/CD; COOD 98. 2 56. 2 70. 7 77.9 75. 3 60. 8
CD; COOD 100. 5 58, 7 73.0 79. 4 7.7 62.9

B 7 GE KR 45, PC NMREMRIE FES BT SR MEHbiERwH
M. faEh#s HE 4 (@ ChemDraw Ultra Version 5.0) f##l{K B ik E, — 4%

NMR #% AR f1 DEPT 135 NMR J%iif 1 ] fi# #7'° C NMR ¥
FRTFREBWARFLLERE FIBE (CH, CH: 5% CH;3),

» DEPT NMR ¥ & 7=
Bl 3. 6 Oy 4 BE B 1 7E

DMSO-ds 5 DEPT 135 NMR &, 860~69 4bpyfa ik AW CH, 3|y, 7]
DHR FARBEEM C6 JRF, MEEE (1—6) WIregE (49 667).

R+ (29 660) MIPBGEEMA (1—-6) Bifrd (49069, FERY

1Tifik.

H

0

0
46

3 DH

m

L a ﬁ ”» C—E

(1—-3) $f
MHESMC6]. RA_H# NMREAMHKPC NMREEMASEEE 3.2.3 Wit

Y
/ C-6,(OH)

'|Il|'|IlT11|-||||_!||||1|11l'|lllllr|l|lll1li|ll:lr|:rr'|rT1||l||||:|rl||l|1[|lrr'|:||||-|||||1;|L|rl1|1|1|u'p||||||||

& 110 100 9% 8 70 60 SO 40 30 20

- 36 LEEWHEH DEPT 135 NMR 2 H
{CH: ESAMik [THsRTHELRSEW (13 ZE]
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=¥ 85 1k 2 AT

3.2.2
Mo FEEEAREEFHFESHERNES,

WM. TWAFEFHERET C5, H6 AFMWrEig,

'H NMR i %

'H NMR ¥ 7€ £ 88 55 # 2 #r
hHEERBRY, B R EMBEHEREK., MNEFE SO AREYE (5], B
BDEFHEABNSIEHIEME 1L iR, ERAZHARGES, RASHESY

F#3.11 PEIDFHEAHE HNMR QHESIIES

i 'H Wit # 'H EEHE

A D

H-1 4, 40 d H-1 4.53 d
H-2 3. 30 dd H-2 3. 36 t
H-3 3. 64 m H-3 3. 65 m
H-4 3. 63 m H-4 3. 69 m
H-5 3.59 m H-5 3. 62 m
H-6 3. 82 dd H-6 3. 83 dd
H-6' 3. 99 dd H-6' 3. 98 d

B E

H-1 4.53 d H-1 4.53 d
H-2 3. 36 t H-2 3. 36 t
H-3 3. 65 m H-3 3. 65 m
H-4 3. 69 H-4 3. 69 m
H-5 3. 62 H-5 3. 62 m
H-6 3. 83 dd H-6 3. 83 dd
H-6' 3. 98 d H-6' 3. 98 d

C F

H-1 4.53 d H-1 4.51 d
H-2 3. 36 t H-2 3. 31 dd
H-3 3. 65 m H-3 3.51 t
H-4 3. 69 m H-4 3. 42 t
H-5 3. 62 m H-5 3. 49 ddd
H-6 3. 83 dd H-6 3. 74 dd
H-6' 3.98 d H-6' 3. 91 dd

. ZWeg d; W_WEE dd; MW ddd; 2 Tk m;

I,

B, 'H NMR ikt 38 T RAEH A 6, g X 44h = /L 8-
AR, SHESC NMR ik, 'H NMR G ok il ok e b, (58
AHTFERSH,. MORHRSYEEMR, 1% (ERESE) 098 5k E TR

W EOK .

fEE3 129, BT H NMR 89 KEULECB MR FRER. B
HWERIAR, TSR e 2R, F4 DMSO-ds ', B ot 4~5. 4 kG H
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Ry OH B, X4 OH FE AR HEMGEE, HEFZZM NMR EE S, R
T2 RUBRBFHESFATR, SRFELENEE, RESTRSYEMRNTE 2
fo. EXFHER T, BRICRA D:O/ DMSO-d;s R4 Wi, 506 & 77 LS Fi7E DM-
SO-ds Hilliat, XERLMEH OH (55 .

312 ZMWHNMRESHUFUBARBERERT

H B F (D T2 i [ womFaem e
H-1{a) 4.9~5.8 O—CHj,4 3. 3~3.5
H-1 ¥} 4. 4~4. 9 O—(C=0)CH;4 2.0~2.2
H-2~H-5 3.3~4.5 CHs 1.4~1.6
COOH 0~13

HF'HNMRESRESH, #RUBFHEHMENGEEZHSEE, W
3. 13 P20 NMR 848, i, 1605k 575 S 5 45 M 8 07 b B 5 e i
W, «DBRRME S 04.9~5.8 K fil. SDMEBZE 61.4~4.9 {58 (L&
3.15), 5§ (1—~4) #E#EME, 1>6) ¥#—-MEEBHBI, HEBTFN (1—
6) FRMTUENT 04. 95, WMM (1—4) Tk T T 65. 42, BLFF(xE
(L AT T X 8 2 AT IE ST . 05. 28 AbAY 1S S iE X F 45 e B 7 76 o (1—
H-D-jtammeE (5 (1—+6) EeEHtL, MHBEHZY 0.3 (6517,

MR —TREVEHERHRRLE . BT RLFETES, TLRe e
ﬁﬁﬁ(mi%EﬁMﬁﬁﬁhHﬁﬂﬂ$ﬁ&ﬂﬂ*&}ﬁnﬁﬁ%ﬁﬁﬁ,
N7 £ B (laminaran) . B 28 (curldan) H/ B B 4 B 88 (scleroglucan)
AT T ARG, A AF AGU H-1 (Mxt o, o A48 8] DP AL, %
DMSO-ds + DO (6 1) MRAHF P, 80C FREDMIEE b, HEH 5L K
T 7 -5 3k i F 43 0 i BLAE 05. 02~5. 03 (J 3.6~3. THz) Hl o4 42~4. 43 (J 7. 6~
7.9Hz); #fd] AGU Ml p(1->6) ¥ & AGU fy H-1 g 4 9 76 54.56 ~ 4. 59
(J7.6~7.8Hz) F164.26~4.28 (J 7.6~10. 6Hz); £ i H-1 F15 4k 35 JEo
MHiE AGU H-1 (55 4 561 F 64.45~4.46 (J 7.8~7.9Hz) FI o4. 51 ~4. 53 (J
7.8Hz), R ERT ik, W3S L0 DP % 33, DB X 0.07, W4 EmMMe &
ﬁ$¢—+wﬁﬁﬁ;Eﬁﬁﬁﬁ&ﬁﬁﬁ%ﬁnﬂﬁawgﬁﬁﬁﬁﬁﬂﬁﬁm
%E,Wﬁﬂ%mﬁﬁmﬂha&mh&mmﬁ%ﬂﬁﬂﬁﬂmﬁﬁ,Wﬂﬁm
ARE TR A AR E A—>2) &EE (WE 3. 7).

5.04 -+ MB—=MF a-1,6 5
B‘ C‘ F A.. D * "‘--..___
5.15 ’/ MA  ME o-1,2
g 53l ) :“"
i, M
: M ‘ o-1, 3%
| I I M€
6 54 52 50

H3.7 BEHBEEEN IR UEYE
FAFRFH'H NMR {8 frggls 67
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'H NMR 0l FHE 200, BRTANRLRTHES, &0 M
AGU i FEE#HBREIIER, BiEL R 3. 13, h I F b5 608 o] LUgh & Xt
M AGU 7E@EP R E, 'H NMR EIESE, BRTECRMMEF =B B [(1—-4),
(1>6), (1—=4); (1—=4), (1—~=4), (1-=6) Fl (1—=6), (1—-4), (1—-4)], Bk
EAR, ¥E2hiasaiF—1 (=0, A—=1), (1-4)] EWHATH o« (1—
6) FEMEHEHEE, l

#£3.13 FEEEDOPNAFHFEEBO

b2 fir ¥
#a
H-1 H-2 H-3 H-4 H-& H-6
(1=4)-(1-=6)-(1—=4)Gle 4, 94 3. 09 3.98 3. 65 3. 84 3.82,3.91
(1—+4)-(1—+4)-(1—+6)Glec 5. 36 3. 63 3. 94 3. 58 3.91 3.82,3. 84
(1==6)-(1—=4)-(1—+=4)Glec 6..32 3. 60 3. 6% 3. 45 3,91 g2, 97, 3. 91
(1+4)-(1—+4)-(1+4)Glc 5. 31 3. 62 3. 98 3. 65 3. 51 n. d.

ERERAFNEZHEN SR FHES SR EEFHES TR —XE (8. 4~
5.2), i 3.8 PEEREHERELM H NMR Ermx.

75 4% HE [ A% BE 5 19 9% 43 B8 H NMR 3%,
FABEFMS MR FHESTHTNE L&
PHMRS pH B MR, /YR
(MM, MG. GM, GG) PAEFFA L L-& % G-1 )
ﬁﬁﬁﬁqjﬂb‘ﬂg:‘ﬁmﬂﬁi ﬁ%ﬁﬁﬁﬂﬁ 4mmol/L C GGM-5 Eg{}
3. 14 Ei.‘ﬁ:{[ﬁs.ﬁﬂ]g — \‘

BRELLTFRE, T E AR, 8=
BHYEE. Fo +Fu=1, Fg = Fgc + Fom» lmm'}t_}c}t
Fu = Fum + Fumcs Foe = Foem 1+ Fooes
Fum=Fumc + Fyumm s Fyvc = Fuom +Fuce M 0,1 mmoli. ca
Fem=Fcmm t+Feme (F fﬁj‘iﬁﬂ;ﬁﬁ[m]h

fEfffa, Al 7E 90C FREP TR MEE
Wi7E pD 3 MIBRMEKIFE WP A H NMR i (I
3.9, pDE S pH fHAEML, HX R D' @
W RE . e

AT LA TE AR B T A R R AR T T
B, EE 0T R IEWEMIE oD 3 RN & 52 50 48 46 44 42
thigE 7 H NMR 4347 , HILHEEIJFT‘?'HE“E” rh 8 ‘“;;;;f}’;?mw
Ry L # o DDA B4 1 8 246, N- [#FR%6 M (DHBRE®R) G (L-5F
Z e Y BERRTEE (7 T 62, 04, HilEE NH. BES) ETEECSEAMEGHE, £TF
FHER H-2 IE7E 63. 15, N-ZMERHERIE wanssx7Ecparnnsns,
A H-1 7E 04. 55~4. 65 i, RMIMEEMEE BFHIFEECSHCRATFHRE]

PRI H-1 7F 54. 88 i, Nk, 'H NMR 7] I TillE N-ZBEE &, FaW

MGG-5

0.05 mmol/L Ca
—
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LB (A) MRZBEE (D) sk EpdEEFXfMFEH (LE 3. 10),
£3.14 WCTFHIMEBEEDOPHNREFILPER

At CEF
R ¥ 91 HIGEER | g H-5
s She g (A3 ()
M MM 5. 21 4. 89 4. 67
MG 4. 70
G G 4, 88 5. 05
GM 4. B4
GGG 5. 05 4. 46
MGG 5. 05 4. 44
GGM ) 5.05 4. 75
MGM 5. 05 4. 73
0
CH,
4 6 ?H NH
Q. EH o
H CH
3 2 NH,I 0 3
OH
H-1 (GlcNAc)
H-1 (GleN) H-2,3.4,5,6
T T T T T I T
5 4 3 2 5

B39 BEMEAE DO PN HNMREE (pD3, 90C)

MRS ZMEMMEMBAEYN—NH AT EREN SWETRLER (B
W%, U« REEFMBRLBET (H-1D REE, W8 0 m ke, #
RFEFAFMBEME 3. 15 Pim. Xk, iy, HE%70 008 EEETL,
ﬁ%-ﬁﬁﬁ%ﬂﬂ&%ﬂﬁ?ﬁﬁﬁﬁ%ﬁ*Hﬁﬁ‘$ﬂﬁ\$ﬁhﬂ$ﬁ~

PO L {0 B 40 90 4 B TRE AR 1) K SR R P AR AR O, 4638 . A i ool ) (10

=

FXFTTEN, BREEREWFEOKRREERES GRITHZET B 6945 b i

fria).,



26 S\EELR M
O
; OH . CH,4
4 5 NH
O H o
2 0
NH, 1
3 ? OH
D-1
AA
F, 0.04
F,0.12
F,0.23
F, 044
F,0.49
d 50 4.5
310 SFEEZBREER (Fao 0
REMHUFLEA T HNMR 55 (D0, pD 3, 907TC)
[ Z#8 AD (GleNAc-GleN) #1 AA (GleNAc-GleNAc) )
ESTHTRFNM ]
£3.15 BTFoMESE2REMNRTEBONTAR FheaBlr
& Rl
TR T X TAT £ ) L e L, 4, )
Pt Ha1 | H2 | H3 | H4 | H5 "H-6 | H-7 | CHs | NAe
a-D-Gle-(1— L3566 372 | 3042 - 3077 3287 —
AD-Gle(1-= 4.4/ 3.31 1851 )34 3. 45 3. 74 |13.92 —
aD-Man-(1-» 4.9 | 3.98)3.83 |[3.70 3. 70 3.78 | 3.89
FD-Man-(1— 4. 7% 4.04 | 3. 63 | 3.58 3.37 3.76 | 3.93 —
aD-Gal-({ 1 5.2 | 3.84]3.90| 4. 02 4. 34 3.6913.71
gD-Gal-(1—= 4.5 1382 | 30670, 92 371 3.78° 3. TH B
BFD-GleNAe- (11— 4.7 | 3.75 | 3.56 | 3. 48 3. 45 3.90 | 3. 67 2.04
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b
Lo . T : 1 R L T
B pmo _ e b c A
H-1 | H2 | H3 | H-4/ H5 | H6 | H7 |CHs | NAe
aD-GalNAc-(1—+ 5.2°1 4.24 1'3.92 | 4. 00 4,07 3.79 ] 3.68 e 2.04
FD-GalNAc-(1-» 4.7 1 3.96 | 3.87 | 3.92 3. 65 3.80 | 3.75 | 1,23 2.01
a-L-Fue-(1-—= 5.1 3.69(3.90|3.79| 4. 1~4.92 o 1. 28
aL-Rha-{1—+ 4.9 1 4.06 | 3. 80 | 3.46 3.74 - —m s ——
,E-D—Kyl—( 1—= 4.5 .13.27 | 3.43 | 3. 6] @ — — 1. 32 —
3-O-MegL-Fuc(l— 4.8 | 3.70| 3. 40 - 3. 89 — — 1. 32 —
3-O-Meo-L-Rha-(1— 5.0 (4.24]3.59 |3 52 3177 — ] e YRR —
2, 3-di-O-Me-a-L.-Rha-({1— 5.1,03.94|3.52 | 3.41 3..73 2 - —_
H.E-di-f}M&ﬂ-D-Glc-{ 1— 4.7 | 3.34 | 3. 31 | 3.51 3.51 3.66 | 3. 78 _— —

O 58 e 5 0 I A T D O U509 5 i B

WHEFESREEGE.

@ BTHRER, XEFETHHBASTLENS,

@ Hs FHor6e 3. 29; Hs F{R4k 3. 93,

3.2.3 T4 NMR HAR

HERETE OH 5% — WMk, 7

EARARTA NMR (55, SE% 715 Bh i B8 DEPT (6025 4k 56 55 1 38

0

E 311

OH
H O
OH
O
H 0
H
OHI _.
D—

<« CH6, 6’ B
CH-6,6 — oo
’ C,H-4
CH-5 —= ‘ :f 070
cH3— | N\
C,H-2 - 80
C,H-3
- 90
e CH-I iy
Lt B s l|~||||-1—F—'—|—r-|—F‘ 5
45 40 35 30 25

Leuconostoc spp. HEEREH 69 HMQC NMR i @

[T s RPHFERREN (1+3) &)
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¥A) NMR, —4 NMR H At COSY (HXki%s, 'H'H#H4E5). HMQC (®
BEZBTFHXE, ' HCH#4) f1 HMBC (R LM XH, '"HECHS) HAR.
T 1l PAM Leuconostoc spp ¥EBUA) & BEWEH 0B, XX ARH#ETR LA, XK
MMM kBB RALEH. 7£°C NMR &, Bfa C1 7 096~103 F
— AR, BASEI: A (C-6) A f§ DEPT 135 NMR #il &, B AT
CH:, &£ —1higd e, HMQC igfitm — 8 & (HEHE Mk-RFHe
fFE, HAZNEAHHIA, H1EMTHESHCE M EEAFRETFHFES (H6
il H-6'4r 507 83.55 f163.7) (WHE 3.1, B4, WHEFH DMSO-ds RHEN,
B HMQC #] 433 OH (fF 64. 1~4. 65), BN OH RIELES ik,

| | - 3.0
.. 5—4.0
OH (3),3 T ;4-5
OH (4), 4 & | :
™

'|'||l'|||1|r|rrl'|"'l‘—=|r|||

8 4.5 4.0 35 3.0

B 3.12 Leuconostoc Spp- :Eﬁﬂ:ﬂ:ﬂ‘i] COSY NMR %E
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KM COSY NMR ] 3t H NMR # #1752 24k, WA 3.12 iR, Bhas
THSRTF (E1EMES MBAEE, TN H- #lE, d—4% X k5
AT (A 312 P REi k), MilihE H-2. H-3., H-4 f1 H-5 ¥
fii ¥ .

H-5 1 H-6 [ @988 &3 % R 55, COSY % b X pise X, (A&, o Ma
Yk e Xt H-6 Wi T8N, LA DMSO-ds R, f OH BF5 AGU {TF 1
WS ATHE H-6 0, X FA4 RS, 0 H-2, H-3 fl H-4 B4 X3 X, 5[
B HMQC i b (WHE 3. 11), WARZES /¥4 AGU BEF 19 C NMR i,

COSY NMR i3 i ] $2 {3 4l 5 ol SE MR L 19 15 2245 M) . ZBEL B PE A % Z M 3k 7
RV EMME%ERIY, BRTH #3C NMR i #,2 Na NMR #°' P NMR
il it AT ) F 40 4 2 WA 45 M. 762 Na NMR 4073 B2 eb,  p32° Na 8% (3
BRESIE], AT T AR SRR AL K A T N T a0 A Y R P NMR 3, %t
220 E B Y B Ak T A N TS AT T T

3.2.4 &iBEMRIE®

T2 1 B A 0 €30 0 (R LU GLC M1 HPLC) £ 0 825, Xf 2 8 2% Hy & 4E 1R
A, HBRESEMANT. CUBRIEER (70%, GRS, 20A%H
LRI TLMEMEM, BUBRRMRAIMEIH, FET. U HPLC (B F5#
W HE, & BioRad Aminex HPX #f Rezex ROA H) B s g, 2 bha Ra
W £ £ B Bf ) B 4 3. 16 FF %, WHEREMHENRBPEC LS, ARLEEEE
5 8 014 w7 PR R 0 s AR ) o 8 P AT R R F Bk vb 2 B S W 3 58 UV 5
W% MR UV ik, @iV ST (RE3. 1 hasmte
KR .

£3.16 SWMPERLWFWBRE N HPLC R BHE

T

L. {3 8 ] /min . R 1 6] / min
] 3 1 8% ( Arabinose) 25.2~325.3 % 8% ( Rhamnose) 24, 6~24. 7
B Fructose) 23.5 BB ( Ribose) 26, 0~26. 2
il 45 8% ( Glucose) | 21.8~22.0 A B ( Xylose) 23.3~23.5
7] &5 ¥ A% B ( Glucuronic acid) 19.5~19. 7 2. 34.8~34.9
H % 8% « Mannose) 23.1~23.3

fE: BioRad Aminex HPX I Rezex ROA #, W H#: 0.005mol/L #if, 65C .

ﬁﬁK%%ﬁﬁ%ﬁﬁ,EE,H—%E%’M%$¢M%ﬁfﬁ&ﬁﬁﬁﬁ
E%%ﬁ%ﬁ*#ﬁi%ﬁﬁ%%%?ifﬁ&ﬂﬁ%?—&*ﬁ%#?rmm
FTEEFEREELTKMEEEGEEN B LM E 0.

mﬁﬁﬁﬁmxﬂwﬁﬁﬁm.ﬂﬂﬁﬁ%ﬁﬂ%ﬁﬁﬁﬂﬁ%ﬁﬁﬁ,m
E#ﬂﬁﬁﬁﬁﬁ¢¥ﬁ%ﬁﬂﬁﬁ.ME&mﬂﬁhﬁMMWWAﬁﬁmﬁﬁ
ﬁﬁﬁﬁ,ﬁﬂuﬁﬂﬁﬁmﬁ%ﬁiﬁﬂﬁ%ﬁ%,ma&%%ﬂﬁﬁﬁﬁ
iy DP.
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£3.17 ETEAKMBEMHERENS B KR FH
e ] | T amem
2% BAE, 80°C . 30min
A 25 . RR LR R O T R B
2mol/L TFA.120°C,1h

GleNAc #l GalNAc W Z Mk S B A E £ K
i, Bk 7E P 7, Bk L S AT TE M K

wk: i AR K A A A

if HF Arap, Xylp, Manp, Galp, Glep, GleNAc, Gal-
pNAc H M EM, FERATHEEMTER

2mel/L TFA,120°C . 1h(F 5E 4 K8 GalAp,GleAp GalNp.GlcN K g E
70% ~90% 4§ ,100°C,4~24h, ¥ 2mol/L ER 1 ES
TFA h 100°T ACHE Lh( A58 2K 8D N R

720 H.S0,, 25T, lh. R A HE. HHEZE
3% ~42%,120°C, 1h # i Ba COH); f1 BaCOs, B EWRT %R
HzSD: IV:J. BaSGI- }Ei‘ﬂ%

i B
FEHLER
R
i _— J bL .
— ¥
0 5 10 15 20 25 30 35 40
{5 €381 /E) / min
H313 KRME=HTREREKEN HPLC EB
(BTR¥EFEEPHEEHRR)

KT WEGEMEE PR RN L, B EEWiEfTk#E, B HPLC
XTSRS AT . XA HEELEM AT EE SRR, HRERE KN
T, ERPAIUA]REME PR, PR EEERNEREEEEES, A
WRRERET A THRBERER),, KRAELARETFESRTETH# ELHS
it B2, BT HPLC B& MM, 750 5 5 88 £k b it 1 5% 1o
e, HPLC {A4E# 2w,

H—FHER B ERRAITHER, FUPEA D HEERER 6, A8
JaWtR, #4T HPLC Zp#t), (B, EREM\EMP, HEEEMmL G P HER
R IEES, MPREMAELN, FEHEHERnSERET,

— A NRPEN LR BHITHMER, BRI A, 3
i B A 2 R 8 HPLC 404, WI#RsE & 2 T 4 9l %0 0l vk 2 A0 1 2% & 200
FAAEDT) . R Bl W] FH T W0 58 A B A A9 S 1k K058, W3R Al RPs /RPys (R
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HEER) . APS (EARREER) =X HPX (Hf Ag™. Pb", H R EZH) ML B
LEH: ol LI7E Dionex # . Pl NaOH Mk, @I E Facfosc o,

1E GLC ¥t , #F iR mEY. hTHERBEREE
i, FEATHEA OH. NH; 8t COOH MRy, 75 %at C-1 Mt froetk, R MM
K fEEKE DMSO g, Al NaBH, f{ERERL HRERL; sifEmkmEh, S8 E R
R s Ak s B AL g tee]

WM GEMYER N A : EZMMMENLT . EWREP S ZMEFH1T 2Bk
RE, PARREBEAL BN . 15 250 Al T Z e be b e E, A —hkke, =P &
WaEhE . W=WREEZ B, =W RGERE N =P =M Z B, =W Erk
MEVMRAERME, WTHT GLC /KR, M-I AMBRATHOZR, WKW

HO 0 '
H
OH 1. —HT##
~ 0
s NI I 9T LT
HO -
o O (DMSO)

CH;0 O
CH,0
H3 0 o i)l !}[20

O . >
= CH}D (0
CH;0 0 4
OCH;

HO 0 CH;0 O ™ O Ol
CHy0 CH;0 W77
s OH OH H &
oCH,8

OCH,
Q 0
| [} I
1. NaBH, CHOCCH, CH,OCCH; CH,OCCH,4
2. Z.Mat — OCH;, — OCH; ﬁ' LOCOCH;
—» CH;0— I CH;0— CH,CO— I
— OCOCH, — OCH, — OCH,;
I 0 0
CH,OCCH; CH,OCCH; CH,OCCH,4
R R

B34 SHOPERASTRRE (KB
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RESEE %, H 0w MR el W gk R AR, REME AR 5 TF A B M -1, 4- 1
Ao B EEBEALECYE . WSE T KRR P H RS PR B, &SRS R
B AT .,

W PR, GLCMS 2 #r, WiESWHEEBENEEFR, By
BN . K ZWEMRAE DMSO b, DR EFH (dh DMSO %5 NaH 8% Na 55 ,
B4 LB F B 49) AR G B AT Y 3 b s pEDR82) | it 4 B B Ak 2 8 E AT 0K R
NaBHq it Jit, S RERG LY, HULBREANBERGED ST ZBA S, B
Ja 1T GLC-MS 7387, MREHERL/ Z e LH, THEESHTIhEa, B3 14
B 7 Ok i 38 0 B 4k 20 B i 4 i A C88]

AT RGEHE RU 50 {5 B, €058 50 87 B 49 55 — Fh 2 98 b 5 35 B NalO,
FACK B : LA NalOg e FEPEE /LS8 — M hBE 3L, [RAttIm C—C 8. 1A NaBH, #
JRBERE, P HEAT5C 4 R AR A a5 4 B eod

AR, T A B WO A BT e B K AT IRHE] IR (Maldi-TOF) 0 3 ik 22 b 7
FABIMES AT R 5 Z W4 TEH . Maldi-TOF R 52 #5052 8 40 97 2% 4 4 2 19
KRG A M, Maldi-TOF 3£ 7l 2 O-Z Bifb 45 2 B R e A B B 1 O-Z B4k
Wi H 9% R Y L MEAL B, AT T 0T 4-O- F9 504 % 0 % 150 7 B8 AC A1 4K A A 3
T8 Lo At e e |
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200015 2 T R AT A 400 RO A B R 2 I LR S 3E 0 el e b R —
XRTIECH BB T AR, AT A 2/ 0 0 285 5. T 2R
BEAR® . WA UL ZMRA DA T ZMa%HEE, Har2mEem Tk
EFERIR AR AR . RAY Mok 0 BT A T R AT, SRR E R
Wt B, AT B g 58 A R YR AT AR

AME LT THMERFOBN, EERMT - LE%OE WA, 7R
S EI B IEAL R R, 58 o X S MR, AT LA R 5 T 00 8 40 B O 2 W
Vo SR B A HLIA TR A M R 0 AR AT AE Rt B M
AT FENEOREIE TARRMPRROHLT. HIT, AL xHES L5
FE P 0 A LS R0 S 4 0 ML EAT I 2 W98 . U000 R b 4 79 LA 39 700 45 10 2 B
Y.

4.1 REENRBRNNBRELRE

e G0 ZERRAL B AR M B, (R, DURMAF SR B S B LAl. T
REALT YW R AT, FRLABR I B E N LR HIRA Y., — S RURMA R
MR RMERE 2R 5 0, B AELIIRIS: 540, 5 7% Mt i I A0 ok U1k 0 e
A, Bk, ANHERAGEAESMBELRD, #5288 ES5ENR (ZRR
BEARMD FJFMR CRAEF ) M5 2RI . 765t % 60 4R, # kit ZER:
MIRIRICI AR (VTR EERL 51000 f) . A= B b3 Fi A0 2 M G 1h 45 A 2%
KRSk 4.

4.1.1 FOEBRBURE—-TI Wi

8 7 0 2 B B A 2 B R MR TS M R (L 4. 1),

FERCRE R EEN R ZHRMEE, Tl sl 2 ik 2z A
0% ~40 Y B FERFRXR=ZMBEFTER) SH%ZE (LRI ELN Gk
w%,ﬁﬁ%ﬁﬂﬁ%ﬁmﬂﬁcﬁﬁ%ﬂﬁiﬁﬁﬁlﬁﬁﬁﬁﬁ(ﬁﬁﬁ%
CMBLAR) . ZBEBRM L — A Z WP B F (LI 4. 2055860 ) 7 iy ok 788 o 7 2 30
IrRBRALI, XIH T AR =B R, it KEASIANRRESE
ﬁ@¢ﬁ&ﬁ&ﬂﬁﬁ&ﬁﬂﬂﬂﬁ¢%ﬁoﬂ%EﬁEZ&ﬁﬁaﬂﬂ%ﬁﬁﬁ
AT IR (SR RNF 3%), I 76 [ I F 47 5 870 .

AT K A5 S R E A AR R IR E 1% H.SO., R 450,



34 HREELRN

0 CH;,
CH
(CH;CDUH}
gkl
m H2304 CH'%
D CH,

M4.1 FERS BN /CBHEN

0 ‘ _ HSO,
CH3_< + HzSD.t CHJ—Q _—— CH3 C=0
OH #4020 0SOH

B 4.2 FEEPEEZ SRR EM

AE R ke f T SRRSO, RN RA R ERR. KilnmlaER2
PR T A ok 12 i A 1

A ER. UREENELR, EmMEEmme T, #TaER It
BR8], 15mg REALFR] . Sg F4ER, 40mL ZBEBLH, 32°C, KRB 24h, REFHER
=1 SN TR 5 ABLRRREIL A R P AEE R AR . SR RS TEVF E N
A RIGERER (el FrEomBEEm, WS 105, mR“YTRHREZENS
FH5it, ATLRRAZFMITE.

W4 LRI dE R AT — WK, ATER R ZBE, MEIGER L8 (L8
HERA 0%, DSAc 2.4~2.6); FHE_ZEMNAEZ, WTHM, 49 MR
AERSX—HaBEAS. LR “GRER” RALEN, HVhTERAES
A AR DS M4 4 K BE A RE R T EEL2, P X LR 09 R A 2 5 i A B o
(LS5 8 7)), BEEETESE LA ARBAIE 6 (IR 2Tk, YRS 4ER
“REWERIETRE. DS 0.6~0.9 4R ZMARM KIEERAFELRMIAS, DSO.6~
0.9 4R Z MRPFs L ARE T B BN (W 4. 1) SEF4E R = Z MR K il &5 .

®41l TEDSHERLME (BFEE=- CHREKBAS) NERE

7 ET R
S RZ MM DS x| AW 2 t;z.n
2.8~3.0 ¥+ -
2.2~2.7 2 3 et

1.2~1.8 — -
0, 6~0. 9 T —
<0. 6 - — .

. — AugE, +AE.

AR DS SFHERZMERA IR 4.1 i, ERENIRIMREZME (T

(T4 P
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Bi) LA K 20 Z MR s 09 TR 6 15 2 7] 31 Fi A [R) 77 o o 4% Eﬁﬁ%ﬁ? EWE5Z8
U iz R B 7 — S0P e P R

MEATFZHABEES . KWVAEERMA AR, “HEER" X 28
AR RAR, RESMREF I RRFSRESRFORSRENY (L
A 4.3), WHERMNGRZBE, FREZHESE, =HBX, B =82
ReEE OO, RAXFAE, THEILP RN SRR, A S
- BIRR, TERZMRE, 70°C, BB 1h, #W& T AETFEM M. DS 2.9 404 HEw1E
BEAS MR IR AN+ (o) BRER, %500 LA R S R AE Ak 0T,

0 0O 0 0 0 0
mjicnzh)j\ OH * CF3)J\D’JJ\CF]_.' mltﬂizh)j\ﬂ)k@f r:F;/lLDH
n
OH 0 fmzbma 0
'(:cwmﬁﬂ“ CFy, — #%_ fmm
OH ™ b

H4.3 BEREMENATHSHBRELEN (#i#t7%)

KA TFAA RHedE] . B 40 T 68 00 e A2 B O B R 4K, =90 h 3R 45 6 B 3t
MIAGEEEE, BD=IRZ MR, 4 RIS R 00 R N S I TR Rk T %. 2
> P> T AR 941,

M5 TFAA £ 50°C T W IR & 20min, 5 FRF AR 50C F E
Sh, AT LAl & 8 BE A7 4 b B9 4F 48 I BE G I BRBECO5), 74 DS {1 M, 3k 4.2
FF 755 »

F 4.2 TFAA ¥ it 7 FF 18 47 4 % < S RE I BRBE 69 DS F0 M, 059

LEs ; BEFH - DS | M,/(X10%/mol)
Z. Wi 2 2.8 bl i
] 4.1 3 3.0 ‘1. 48
T g 4 2.8 1. 77
I 86 A 5 2.8 2.15
C N 6 2.8 2,15
B 7 3.0 2.07
¥ i s 8 2.8 2,03
T M i 9 2.9 3. 54
5 RENE 10 2.9 2. 32
iRz 7. 12 2.9 2.18
+ P O ) A 14 2.9 2.:87
£ ol 2 A 16 2.9 3. 98
B It 1 18 2.9 6. 91

HE S8 780 P F 4 AR 8 2 M 1 VE D 2, MRS 4 4 2 P R L R e e
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LEMTRIBREY. KW 5E4L#fT (60C, £ 75min F1%1),

N-BAT _BEER (NBS) E—FrHTFRHMESEOFH BT, NBS
MRS, Ml E, NEFEXEESMEFMBELRN, BARBMELTE
97981 1 % NBS, 80°C i 2h, DS ®lik 1. 15, ik [98] st R MM BMHITFT
PIEE LA 4. O, FH S EE HBr 97610 4E 217 758 .

. Br O CH
€ S | g B !
A o0

O
%Tﬁm _ OH ,zdlwm T
*‘(_7’ 0 N
OH ™ OH ™
Br
D I
N

B 4.4 NBS i o3 4 ¥ 7B A R R 8 o $E 5 R 4L ER )

#£4.3 EDMAcH, & (N) - FABEELEANTETFRKERGED

i _ i & AF ¥ SR .
MERSF - | MBF/AGURE/RI) | WEEI/h | /T DS M, /(X10%g/mol)
Z, B/ O M AT 2.0/2.0 9 155 1. 91/0.75 164
L8/ T i 2. 0/20 11 145 2,03/0. 70 177
Z. B8/ H K AT 3.5/1.0 12 140 2. 40/0. 20 295
L8R/ br AR T 2.0/2.0 12 145 2.06/0. 42 125
7. K /TR BT 3.0/1.0 8 145 2. 44/0. 26 220

B (VO-FEEh &Y, mek (V)-SR aEEh, a1 F4E 1 GENE b B8 K 1k 5 B 1
R, WETEIEST, R FAEMRER 6k (IV)- 5 P9 MR O i 4 3 40 0 i 47 4
Ali, RARGAMEILTESE (K43,

4.1.2 WEETHIESHEEM

TERGRARETL T o PR R T 1A 1k ST 1 2= £ B 5% O A ST R 2% 1) B T J 48 ol = 4 1
DP fii. FvF 48R ZBeEE DP B — MR 100~360, G 529 Sl e R 5L i, &ty
TE AU 21T R BT BE A6 BN . F R AR ik R TEA, #E B HER RN R (fF
Bl WK FBR L R (L. 60°C, fCHTM] TR, #6~10FK, A#H B4 %E
ZLBEE. KM EARAMFBEREF, ol &ER =2 BB, ¥ K NERETSF
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100°C, A IER = 2 BB A B M) v 45 56 % 24h DT, ¥ m DMAP 2 niZk & R
B 3 ¥ 09 75—~ Jp 8. DMAP 0] fif fz 57 o BF 32 /85 10 4%, 40 0 & 09 i 1k 2 3% 7T 6k
5 N-BtEME R T M EEaE L, N-BiREmEs FaEfemrrRE T EmsE
(W 4.5). PR . s(BCAERY ke 7 fE 11 LA % DMAP R 479 3 % 1 8B 5t
BN 16 P ¥ A g L],

CHy W 0 o

N N
O
CHj)L'D CH, -
= | =—]| ||——] | H-I\ )
I > + CH 0
N /L |
CH 0 CH 0 CH 0

CHh € CHy. - CHs j’\

3

B4.5 DMAP B4R (R=SHmgz0I])

100C, EMAFET, EHHMER 2h, THEE 242 WEE BE 4 OH
#SEemRiL, WA 2 )02, 50°C, XHHEE (DDA 0.16) HIFRME R, it
OH #1 NH, AT 7 48h WH 2 Z B0 fEHBBRAN Hh, HEE QB4 N-
Mk XAk RZ R (LI 4. 6) .

WOk, ZRESREMTEY (NGRRZMED S5 _RMEF (KR fEmnE R
B, WTGIACIRMERRESH &SIV MEES —RMEXOREAHEY (LE
4. 70090y, FrR Y HA RIFOBBIEGE (L 10 2D,

HBHRE, FERES N-GPREFEN) TAEPMBFRN, 0JBFHE 2 HiLE
FERAEU). R, fE TEA f£76 F, & DMSO 8 76 K /NaOH i, "L N
(RRRRIEAIL) HALTREFSRIERN (RE S 1. RAZS ¥, 0HEA2WHFa
AR,

MEPLBERE (AT . HRMERZH), LR AETEIELTH PR
&, DMF, DMSO %7K o (o By RIBE AL B0 . X 7840 1 20878 5. 1 iib

MFIAEHE AR, WMARRTRRIE . ISR R B % F 5, AR T (Y B R 7%
PEEH AR, THMREFARTAIER, XS0 T, %8 a5t e
M. 8332 (GE AR LUK GEE 3ER TEA) R Ay
B, SEATARYIMARONG . (3R —Fh 2 07 FH 0 200 0 T R I 45 0 . MG T
—APARAF ORI PERE L, 3 4. 4 PR E A B A HEAT T TR ARG . RN
th, I TARRERA . WA KR T ARSI, R, 5
Co~Cy RMRIEAT, MR 7 0 G 00 ¥4 A0 R 2 — A 1R, B ok ] A 42 M 0
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OH NH, ~

NH, * OH

46 FHRE (RER) ETRARETAPOEEM ZBERE

0
0] CH; o) CH;

&' " (Py),4h, 9%8°C m

DS 1.7

DS sy - mpems 11
Hd4.7 AEFLHMEE_PRRESHASH

R AT B T R R e A o R — b B RE (L 4.8,
£4.4 ZWESHMETERW Py POBLRN

AT 3 e

E4 IE = 5d 4 e e g 45 L . A b TR
T gy Doed =3 1 2.3 105 3 1.8
FRH 1 4.6 105 3 927
HEmE 1 1.6 105 3 P
4 i Mt 1 2.3 105 3 1.8
il i A 4L 1 4.6 105 3 57
%y D107 R 1 3.0 40 24 2.5
A 1 0. 5 40 24 0.5
15 e 1 2.0 60 24 1. 8
8 117 A 9 1 1.0 60 24 0.8
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0 0
R~€-+N’\-——r 1&{ cf
Cl == N=

N\ /
R= het, 46, Shest

H4.8 HBEBEESHE Py &R

TR S (ERRGRER) , & M 0E #9 B2NIR A 4 R B 18 0 8L = 4 £
%ﬁﬁrﬁﬂaﬁ&ﬁuZﬂ#ﬁﬁﬂ,ﬁﬁlﬂﬁﬁﬂﬁﬁﬁﬁﬁﬁﬁﬁ;W%
PEVIEEAL . DI SR AT RE AR BRI PR 2-F RE-3- WA IR MR 0, S 8058 DS (i
AHES . RAHLEE B 4. 9 i RL08]

| o | O
OH ™ OH OH OH ™
0 0
DJLM,CH3 c=0 CH;
N CH v,
0, 0,
OH ° OH ™

49 ZMSAMBEPy PEBAR LIRS
A 26 B3 R R 4 R R Lm0

%ﬁ%#TiEDMPﬁmWhﬁﬁﬁﬁ¢iﬁEDMMﬂﬂlﬁﬁWﬁ*;
ﬁﬂﬁﬁﬁﬁﬁ‘ﬁﬁﬁﬁﬁﬁ%&ﬁﬁ@ﬂﬁﬁ%ﬁ&{ﬂ&n,m%,ﬁi
I%@%T‘EDMFmﬁE.ﬂﬂﬁﬁ%ﬁﬁ#mmﬁﬁ%ﬁamﬂﬁﬁmﬁ%
&HFWMDSH,ﬁﬁﬁ%ﬁﬁaEFy¢mﬁ&wﬁﬁﬁRM%4£“mﬁ%¢

Eﬁﬁﬁﬁﬂ%ﬁ%%¢.&wﬁﬁﬁ%mmﬂ,ﬁmﬁﬁﬁﬁﬁﬁ$ﬁﬁﬁ
Hﬂﬁﬁﬁ?%ﬁﬁﬁﬁ@%%*%%ﬁﬁ-M%5h+:ﬁﬁﬁxﬁkﬁ$ﬁ
TR & Y1 TR I 09 SR A I

%Htﬁﬁ%aﬂﬁﬁﬂﬂﬁﬁﬁﬁm“‘ﬁﬁﬁm”ﬁﬁﬁmﬂﬁﬁmﬁm
ﬁﬁ,ﬁm%%mim?ﬁﬁn%mnmwwﬁﬁ%,%Tm$kgﬁ%@ﬁg
ﬁﬁiﬁ%ﬁﬁ%%mmﬂ,Eﬂﬂ%%ﬁﬁﬁﬁﬁﬂ%ﬁﬁm_ﬁﬁﬁﬁmm
DMAP rI Ik R 09 R B i& ¥, Wk 4. 5 o § BF 69 BE AL 2 1 5 o7
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SRELEN

4.5 ARESABRE Py POBRELRE

MR 7= ko]
. g i Cl: CHCHCl;
AGU Py i e DS e 205
1 27. 6 1.5 1. 86 -
1 18. 9 6. 0 2. 66 -
1 12.0 6. 0 2. 80 -
1 12.0 4.5 2,70 -
1 9.9 9.0 2.13 +
1 7.5 6.0 2. 89 +
1 6.0 4.5 2. 81 +
1 1.8 4.5 2. 86 -
1 3.0 4.5 2. 89 +
1 1.5 4.5 2. 84 4
. EW &M 100CT, FER 4000,
#£4.6 AHFSARTEFIIRBEFNARESS TOABEREE
R R # - Lo
St H i it fii] / h DS
ZHAR Py 4 2. 81
ZHAR 3 F 3k it B 1 2. 70
A 8 I 4 2.18
AR TR 18 1.57
It ¢ 7 y-H B0l BE 24 e A AL
oo Py 4 pag. |
3% Py 4 2. 30
[V A Py 24 2.23
).l Py 5 2. 16
56 7 Py 4 1. 89
Vs Py 22 0. 34
[i5]. Py 5 0. 20
T Py 22 B A AR
. R &M 100C, 1. 5mol FAESE/mol AGU.
£4.7 EEBUBEFNROPYNERNTATHEBRIEANZEER
£W | BB it AR | wiEm | mmc [ ps| 2F
| . AGU|FACL| Py _ : Gk O
i B TR 1 4.5 | 6.2 |Z“HAH B 100 >2.8] [113]
TE B ot 1. 1 4.5 | 6.2 |ZH|ARK 6 100 =2.8| r[113]
e W Id. 4. 1 4.5 | 6.2 |ZH|AH f 100 >2. 8] .{113]
bl 1 A s 1 4.2 | 6.3 |ZHEHAH f 100 2.9 [114]
e ¥t ik A% A 1" | 3.0 30 |HE 5.5 90 3.0 [115]
i ¥ U & Ak A 1 4.5 | 6.0 |PE/ —HAH 6 100 2.6 [112]
iiE B o b A R 1 4.5 | 6.0 (H¥ES —HAH f 100 2.1 L1zl
W 7 A s 1" | 4.5 | 6.0 [HE/ —HAH i 100 3 T [112]
T A 4.5 1 4.5 | 1.0 | ZHAFF 17 B0 2.1 f116]
SFHER oy 5 1 4.5 | L0 |—®|AH 17 &0 2.5 [116]
L # AR 1 4.5 | Lo |=HuAFH 17 80 2.4 [1186]
iR T R s 1 4.5 | 1.0 [ Z®HAH 17 B0 2.4 [116]
ey | A 1 3.0 | 8.0 |H% 1.5 105 2.9 [110]
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FAIMFE i, BIFEM e IR P B SR, & EZl =% 8 F8MEk
B RN, BE, HATAR R SHEYREHBNAME, WRAHFAR
R0 AN B A0 95 A BREE . INPIEERRES . BH TR RN (WA 10 F).

FELL NaOH KEERIEZRE, BamE S-S (Schotten-Baumann)
B, ATl B HEEE, HXF T ERAERDSRE. 1 EEAHFER: EFHRSE
T, MABEEA g RHITR M, R AR B2 50RO RL R R HCL (18]

b, FEMET&RGT, /B (60pl) A58 % B &R 2% B n# T £ ki
., IKZBAURREMIRS Y. TG A& DS B 3E W B, 160~180C, 2~
10min, A[§§ DS 0.5~2.5 WHEH Z BRAE, Fib BT 10000 K M H 2 ®
¥ 14 v 386 o . i 2 T R A R DN i 02 . 120~ 190°C e 78 & T 5E 2 R BR A
i PR L. TERMFMT, TRIK& DS 1. 0~1.5 WENIEHRRAE. &&$
DS (£50.5) MFEHBEBANMENTENF _HEBENBRENBENFTFEERAOR
i i (6] (20~60min) , {H < B E] I #42 S B0™ P A 8RR Rl 120)

MFAMESREAREEMEOZHEE, LRV ERATREIEMRAEAR; H
JE. XA E IR R H RS, X R E—ERRYE. b T T 2R
RS, AMMEFEMR S EENT G REE, AHHBES 5 TR R
R4



REVF BB E LN M 2 IR B i, BRICHSF R TIEEZHNE
PEARMIEE & B k. BT LI, DMSO/LICL, B Bk /LiCl & DMF/LiCl %
HBERETT M 22 0B I 2 88 SOt R A, L B DMAG/LICl fil DMSO/TBAF
ELHER GBS RLH, @8R (I DCC. CDD 2 5F ¥ Rgik R
RAERYIEA 1T, KAEHEBRLTHEEZ MRS, AR T,
[ Bif th, 2 %) 2 - {15 4k Sz iz tﬁ%Tﬁﬁﬂﬂﬁﬁﬁ%m%ﬁﬁM$$§#M$
ﬁ?%ﬁ

5.1 MHEREANK

R P AR RMEREERE, YHERBORT D0 &0, B R0 ER &
PRI . EFEMELF . SN BCRR . SAEWHIKR AR, fEHHEKE oAl & 5
AR IARAT A=W, RO MM 0 4 1 T WA 3 =) DS (BT M il ek, 5
MR BIAF IR, ERMRNRT, 0] L8 B4 BB 2 80 B 5 4
Y. BR T RER R CAB 4 Z 000 B BERE . DMF, DMSO Rk 24k (W% 5.1), HEi
NIFRT —Se i a R, R R B Sk 4 F A5 M A 27 4 Z s 7).

S5 1 ZHWE DMF, DMSO Fuzk o g5 R 1

PT

W
'mﬁﬁ f_f'

s

HHER
L
oe ¥
SBETE
HE e 2
E 3 EZ
/B 1
5 =
A BB
%
it I8 P 2L
£ R

A BE AT

+(80°C ,LiCh)

+(80°C)
+ (LiCl)

-‘..
+ (LiCl}

. +(TBAF)

+(80TC)
+(807C)

P+ 4+ |+ +

o
+(40°C)

N
Al

o+
3

B

—{NaOH)

+
+
1@

@O 70°C HEENER AT F K.

@ Mk FHAER,

@ &5 0 0 RERT A AT D,
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RO2HMTAIHTARERZBACBI AR, EFERIERSD, BHRTHE %
Wi S BB = BE A P R A RS

RS5.2 FEFDEZH AL RGO R BB H R0 H

% I T DSH) £ 30kt

N-Z 3t e WAkt Z, i BF 3 [123]
144 P -3 P Bk e o O 4R & AR ¥ 2.7 [124]
IN- R 3 R - N- S 1k 4 VY E ¥ ] 0.3 [125]
DMAe/LiCl Z. W AF 3 [126]

. % 3 [127]
DMI/LiCl Z. M iF 1.4 [128]
DMSO,/ TBAF 2 Bk 2, 1 B 2.7 [129]

Z AR 1.2 [27]

ARSI & T KRR A2, {800 1 4> B0 ) 16 2 B 34 40 5 50
HACT R FAFHER S), X AN EEZ AT R . B AN
D735 PE P BRI B A B R R A NSRRI R AR N T R, A U LLIR & 09
e W1, LA ROR A R P UTBE M A SRETE A A 0 B R

5.1.1 Xk#ERK

KT LA i i e 8 5.1 BLAG K 8R4 28, Bk, 7K B AT LA A AR 29 40 I A
Bt WAl LIERSCRA . ERIZBEHET, B RS ShRN. /e R,
W HMAA TR TIAK S, MAREWE 70~80°C. Fidm WS Tt
J5 4 ab P Huﬁﬁﬁlﬁ?ﬁﬁmﬁmﬂﬁﬂﬁf KL ETRR, THEES FRIE
By JRUR BEFG SERR AL . W) A R R A R R T AR R R, fp 12 =
PR A SRR . REAEEREO T, AR RIS R A, [EHS
Z Z W BE AT K A, BERY Z BRER AR 1R K W P B Z BR BT RE AL T AR, % R Al
il 4 TR 25 G A K B PERE B AT AR (DS 0.1~0.6 030], & 10 #8), 766
NaOH (1mol/L) F#F, B§IEH (M. 430000g/mol) 5 Z,# BF £E/K & 7 i ,
AR LB f£FREPN, FES KRN, ¥ pH #2872 8.0~8. 5,
£ 11% NaOH CHRt4H40, kR 50% NaOH %) T, il Z B
(4 D) ATl &M AR EXRK - T MBS K 3h 5, %% iR 2 WE
AVKIK Iy B, 13 DS 2 )W Z BRBS: %E & 5 R B 81 (5h), T 328052 4
PEDISL 12T g gE k. AR BR AT AN 25% NaOH 7E/K iR 4, 0~40°C K 4h, 48 DS
1~2 B 5 By 79 5 Mg by T gL,

UE B P L YA PRI 0 R A TR AE S . DUR AL R A R R EM R ST R, B
BIFKEIR S Y AT AL, SEFT IR AL, AT UE 52 B4 NaOH 2T, &
B 5 N-RIESP RS MR R, T4 e 2- 0% MO (LR 5.1 (sl

1E 2. Smol/L NaOH ¥ W, LA Ak 3 M) 5 Xt 7 9k S0 17 96 24k S 1o, T %4
#®—RINABAARFERBRA W (Cs~Cio) R 2% DS B JE ) BE, XF GE W 0 . X A
TEGYr. WM, ELWE W RN A AR E T B B 3 — HE, RAL#AR
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k e
-
| Yo 36 min, 60°C,

OH . ]JH ?8‘32 DHD\"

(H,0)
~CO, ( BEFER )

Bs51 ZXENMATPEHEN 2 EELRETEE

Ri. XA & 6~10 4~k A9 B SAE XS 2 0% JE 17 Be AE L 2t , DS 55 S5 1< A A 0 1
W 5.2 i, FTIR, TERAHMSEREMLSERE R, B (<C) HEK
(>Cyo) BIMESAE LR KA T B4 &4 e,

0.35

| EEGER R
0.301[ ] mEs ks ¥
W e ok vt

0.257

it 0.201

HX

0.15
0.101

0.051

i i 4

M52 BFERKERPHMESRABSFAOHDSEURRBRBEKNENTENXER
(EHEMESE. T0%, SESEREB: 504, SEEERERV: 1. ARBERERTD

FAWEE, o TSN B A B, T DA 7 KO AT A Ak RS,
BEMEAL & ) v] B R AR 5 CDI R A & A 2R el K Mg 5 R T 2 1 500 B0 0 Ak il (AL
5.2.3). VEMIENRRREE QLRI FEK P #lE, (H7=% DS RAK, 7™ 95k aeA (L
(W% 5.3),

5.3 BMBOKELAYEKD SR E [

Bt 147 . . :

kAL B RO/ % i fEl/h o DSws
LW 6 § 2.0 0. 06
E ] 7 8 2.0 0.'05
3 i 7 8 1. 8 0. 01
il i i 20 9 18. 0 0. 03

@' % WA R 5 3 6 ot O
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FEKARS B Al o] ) £F AT e, DEFFRFER SHAMB RAM
BFY5 AXUBE/REC 12 141+ 5) fEMPEKIER D, 25~45°C, AL 0.5~16h, 1§ DS
0.017~0. 21 HYBRIAMEAL Y, ERNIEFEH, pH AUHEHIZE 8. 5~9. 0 FWHEDI,

AR, 8 TIMMASAAE T, SRR AT LK X S5 Ayl v ok UE AR
MG BEREAR RIEBRIEN . Z5pB5783 DS 1.5 () Z BREE A DS 0. 8 (I RRER . MR K
EAURE E IR 2, MR EEAR, X 409 ~500, X H 1SS T IR A 1 A Y
Jo hb BB LA R0

e ik TC HL A 7K B 0 1 D T B 250 SO ¥ IR R SR A R 2 BBk R B A KT B
FRMIFH LiIX « H,O (X=1", NO3s, CH:COO™ ., ClO; ) #%5 b4y ] 4% i@t
#RA Iy Z 0k, £ E DP1500 By£F 4R~ 1121 ££ NaSCN/KSCN/LiSCN + 2H: O
i, 130°C, Bl it M RT A ST 2Bttt (R S O, FEEREA (3h),
A4 DS @ik 2.4 0970, A HCC AL ER AL B, R SR SRR . P X St
ERATATIRAR G, R 7o BB BE Y, X P 5 M (48 7 0 76 U S - I i
MG AR S PSRN P, RARBSH RSN, ALK EYPHl &g
HRCMBERATERKRES, HUF R,

£5.4 HHEES7HEE NaSCN/KSCN/LISCN « 2H: O d R TR HIER S ifE 2

EE%FF : H. . . WA DS

MEAREL !

: - WA/ ke R t} 3 b

AGU 24 Z.“x\ .':df Ay i 1 T : b - 4 4 ‘iﬁd_ i e f"‘..:a_‘_i-:,

1 100 3.0 0. 4] 1. 6f 2. 41

1 100 1.0 0. 86 1. 12 1. 98
1
|

100 0.5 0. 39 0. B3 1. 23
75 0. 5 0, 51 0. 50 1. 02

TEZ W@ /KAEER S, BPAE Cuen & ;'E Nitren 1, iﬁ?ﬁl?}iﬂiﬁﬂ?{tﬁ[ﬁﬂ%ﬂf
17, FEGYBCREK,

5.1.2 dekiE&EAN

DMSOERERMEAER fE, AAHBEEEHEME (LD (SRR =
14500mg/keg ] FIE# A (189°C) W% a, HAER BB RE NS, 5 8BE MR
BE, DMSO ZAb2#EPER . X T 5 8 4% 09 5 i fk & . DMSO ] A 2 2 41k ) 19 45
. HEAEa, EuFAY, mE S 3 Fx. )

TELEEH, REBEF-S5 2 DMSO 7 3 76 481k 7 1 F F 89 52 R 2 5% 6 2 9 i
f6J73% . 7E DMAP fil NaHCOs 46 F . 385 7 B AF o] 76 DMSO o |2 5t . il &%
HKPEZ Y. fE DMAP 46 F o BRIFIMET7E DMSO H X% £ 2 i £ 4 5% 3
fEBc RO, X P B L — R f ], 40°C, 2% 24h, A8 DS 1 938 56k
¥, DS SERHMAT/ & & 2 RE/RE M X R WE 5. 4 iR, NMR&EE R
Ay NI SETE 6 REEAT D4 o SRFZEMLRT R o s AT %ot 48 8 0 A A R 1T B8 A
{tﬁﬂs[ldﬂo
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} ;
,CH-R LCH-R
| I« I ] (?* _l“\!
e’ ST ST one o o ow,

=0

0 -:I)' E 0
1l +
g S —_—
CHy” S"‘CH_-, CHy” "~ CH;, CHy”
G g
S * u

l;\Iu
& i S *
CHy” "CH, CHy” "~ CH,

+EO

E = FE®ilf
Nu= FE#it

0 ler

_ Cl
Q. (coon, DJKII/

¢l } €

| .
S TR ) S« (8] S =
CHy” " "CH; (CH,Cl;) | CHy  ~CH; -CO,,CO | CH{ "“CH,
-60°C L i
N ] 1 -
st
' Q »
LS [ B VR
CHy” "~ CH, R~ ~r T CH{” "CH;

E53 DMSOSEMEUREHER (Swern) |ALE N8 EKHE
(Swern 2 &% M6 —F DMSO ¥4k E 5 )

B R R 5 R ) 6 2SR LR B i BEAL ), B, 45°C 45 ek 5 N 1 A
BE® (Cio~ Ci) 7€ DMSO #1354 K I 48h, 8 DS £ 0. 15 7K 5 M aE0146]

B BT A T SR R ST . DMISO i AT £F S ¥ 3 B2 £h ¥ 35 19 A0 5 1L 84 2 1 o
T B, ZHE RN MR, Ml L0 T e S A
YT B, X s RS 7 DMSO PR KEEERSMHEE (BE
SEDY

W Rl TFAA, 2 B8 . TosCl 8§ DCC P ) SR B i N R o 7 FR R G
DMF = NMP w47, Bl 1E DMSO 2k Sk K R, EARESH AN
BEd. 7 DMSO T EEIL K W, 2 fEBE DCC B R (4 Moffatt bR,
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XA ETE 5. 2. 2 SN H . EAEZRBRILI

B MR, HEEME. DMF il NMP ]2 55 DMSO

10 MIFBFERT, BIAn. 7638 09 Z BALE R o, DMF
w 08 e g Y 15 P 52 A A R RIC17196 oL R R I
= 06 | B, WLOE N, 70°C, AL 48h, AT KM=

ol B IR AR,

i NMP/ i il S — o 6 5 - 45 1 M 15 1 1k 2

e RGO AT . A W R 5 N6 G i A, T 78

015 060 1.50 400 DPSO. GQE"‘*G- 15 (9 7K ¥ 1 A RS 1 B8 b MR A (Coo ~
- Ci)t8l, EH X T, DMF, NMP fil DMAc

TMAE: AGUORIRED 15 LiCI 3t e vl .
Nt & BT = BT LA TN, I 5 MRF A A MR
DMSO o th & & 1k & & WG K EENENTBRER, ™% DS 8K, £y 0.03~0.06
(10C, 24h, DSm@REME) O, WRMGER DS H, WRARME (LXK

4.4),
, COONa yCyzw# | COOH ., 000 NCiHo)
Dowex 50 % 8 ﬁ"'lh"' (CyHg)yN Dl-H +’
o, 15 h. 40°C o -H,0 0.
OH - OH - OH -
000 NICyHy), ~ COOCH,R
R—CH-Br = . |
24 h | R=C}Hys
0 0, C7H
OH ™ (DMSO) OH pid

M55 BRERBSKEREALDOHELREES

AU AR RGN A X —2 g aml, LR N-Sr 3ok sE 1
k4, BRT3 N-Z ke @b wroeser iz . O a R 108 A P R o
W, UKBEAAEE AN A, N-Z e @ikt OES
118°C) MyE MW mMA . DMF, DMSO, 3T 8., fkrEf NMP, i&& % 6045
] ik 75°CLIs0l, A<

N-Z, o s S AL 3 o 35 4 DP Bk 6500 AT 4R, EWEFET, ZMRES
FHEEAE N-Z ke Sk b ¥ R, o 76856 A B i 6] (44min). Y183
DS 2. 65 I ZBifer=9), REMETHERE =28 (1h NESERERD 09 ENR
£ 85°Ci#t4T, DP KT 1000 MLF 4 & A & 4 P, T Z R LR I IE 69 R 8 5§
YR . SEHHMRINEAR, £ N-Z 5k ng @, 5@ ot — % KRB ey &l &
HAEREGRE dnfek, WERSENP) WaFgE2mmE (%55, RHH
NMR 2 46 ¥ i 1 5 B TR 40 A A DG ME BT T 9B P (9 8 &),



48 SHELEN

R5.5 & N-ZEGREADDHEFEEHE 1)

EREE e =¥
TR e E MO N
T i CHRE/T | BffE/min DS TR
AGU Py Z MR BF : o sz
1 16. 2 5. 4 40 60 0.52 H;0/Py 3/1
1 16. 2 5.4 40 295 1. 39 CCL /HB¥ 4/1
1 32.5 32.5 50 120 2.25 CCL,/Hm4/1
1 32.0 32.0 85 55 2. 61 CHCl,
1 3Z.5 32.5 50 285 2.71 A8 ; CHCl,

B TR, U O e 5 B F 09 T IR, E R Rk SR E T e 1S
. ATLIZ M DP EREMA B R (EEMFEFEEL) (LES. 6 (152,

/~\ € CH, = —~\ CI’
2
CHy— N2 N~ CH,(CH,),CH, _\"@”‘cm
B 1T -3 FEBE [ComimICl  J{L1- 573 3 ST, AMIMCI

_~_-CH, CH,(CHy);,CH, | "
ol e N~ch, C!
. O
CH,(CH,),CH,
B 3- LN T A e P B A L

HS5.6 TTRMABRNAEFRE

RS 6 MAEMBAEBNE TRELR LM EMNE, %, 7€ 100CHK, £
BERA R, 7 5.6 BRI E FHESD, SERESZMEFRERLER, iiH
BRE AN B8 0 FABAEAL TR, BRA8 DS K F 1. 86 A9 4F 4k & 7, BRIk 1% 7T o5 F 5 W12
W 5.7 Fin, BEHIRAIEE], FTHEH 8 DS, Z B AT 7E 20min Py X £F 4 231
freeZBibe D], Har, i BEAT TE B F WA b AT At 24 M B B 4k I R 1 3R
o GRAES B TN MIE IR, X B e e M B Ak R N B R
M .

5.6 FHEXEBWFREPaBEMMY (152

| K wEyE BMEGRRSBO/ %

[Cymim]Cl m# %= 100°C R 'hlu 3

EGmia ]l m#sE 70°C RS

[Cimim]Cl I 80°C , i 7 e 5

[Cymim]Cl e Ak 1 25

[ C4ymim ]Br ik 8k 4k 7 57

[Cymim]SCN 4% ik &b 71 57

AMIMCI m#AE 100C 5~10
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5.7 GEEE AMIMCl $ ¢ 2. Bk 1L B FF

i 13 TR 1
L "y
0. 25 0. 94 - =
1.0 1. 61 - -
3.0 1. 86 * &
- 8.0 2.49 - +
23.0 2. 74 + #

B RRAM A% (RRABO FHE, AGU: ZEF (BARH) 115, 80T (2],

N-H G -N-S{LY) (NMMO) REF%EE (Lyocell F4E) Li i,
AT RV AT 4 R M0 £ B Ak SORE B % . (BRF 48 7= 4 DS I X K012, NMMO
—KAEEY (FAKRA130) Y 10CHMATRE, HMEAREEERSZMZE

B S T
0 “ ] 7 o [154)
~ OH 0
* 'D)\ CHy
o 60°C, 5 h 0.
OH OH
" 0
155
3 gy oG [155]
‘-r,._' P}' "".a'_}
0°C.8h
UHDu (DMF/LICl) DHD-\
0O 0
CH : on,t D
CH,
OH CH, o e DJK( [156]
[} LT W
80°C. 10 h
DHQ. (DMF/LICl) DI-ID“
0 0
CH W 4
0 2 2.2- — G- 0 . O [156]
1 E¥R¥EZW b
* iy 2h ™ o, £ 0
Gh D ’ CH I\,.-u."“h'
OH ™ (NMP) OH 1 g
O |
" OH

BS5.7 & DMF/LICl B EiEm &
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BER i, 18 DSO0.3 M=, RN XHE (10 Bacillus subtilis B EE B N) A
1k .

5.1.3 A EN

PR B EZHZHMERRBEEERTFENMEMOIREGY . K, BUUEELS
W/LICIE R W BT, 4 ZE 90~ 100C, FRBGRESL KBS 5ET
DME/LiCl, 5 B4+ Fo A S0 00 3 W 1k Bt . 10 2 2 9 o4 B2 B A £ DMF/LiCl
rhikfr, WA 5.7 iR,

LI TEA/DMAP s fifE{k7l, 7 DMF/LICl &, A5 i 82 Bt § al 726 3 69 52
LA T 3B K A RBE (R 5.8 197)),

58 AEBERSESEREOELEN
S e R T A RS Tk o 1 B
Wk [ § 14 4 :
AXU Y TEA B /i WA "

3 3.2 30 45 0. 63
3.7 35 75 1. 15
40 75 1. 17
40 79 1. 21
30 65 0. 40
45 75 1. 51
40 75 1. 17

X

LW t
TH® l
¥ 1
1

1

1

1

ad

= =] = O =]

5
Tl i Ak S
E fi 5
il T 48

DMAc/LiCl 75 Z iKfb 2= fn R Btz b= i )7 . DMAc/LICl i 22 H #if £ b
R EEANERNZ —, HAEXTLEMREZHZH, UFaEE, PRE, 7
. EEEDE R ST EETE RS . DMAC/LICL A &5l £ R, B4 7 RME
R, M+ T EH . Leuconostocmesenteroides H eI S M EH S £, b A
B, R DMAC/LICl 584k 7 3 A A &4 R R, A 35 2 Al i B 4 1k 7
MIEH .

ZHETE DMAC/LICI P M OLE HANE A2, AMIBEBTIFZa4%ES
DMAc/LiCl # B F FH 03 7l-Z 8 a5 H) (LA 5.8 159y, R4 ik [160], McCor-
mick {2 1B A5 & El-Kafrawy #il Turbak #9555 d 3% 7 1k 8% ¢ 5 BO0F 5%
G5 —5; Vincendon 2 HH &5 M 55050 45 RARFF, H AT Vineendon 54 4,
Lit 5 Clm RESEEMA . LI N-Z B0 % 5 A P E-D- 58 R s & h i,
#EfT'H NMR #5%, 458 %8, B ES DMAc/LICl [ ] fEfEAE “HE=08”
RgEH) (JLE 5.9 [161]) '

ZHETE DMAc/LiCl WP i M FRAH M 80, nlod@ i M S se . B e %
WEEIRAE K, RIGHEAWHEE T ER DMAc &, I 51K A9 7 HLEE 9 o,
B e f A YE BB DMAC/LICI fplie2l, fin#hZE 80°C, RAWITRHM. M
MY . Bl DMAc BiF i3 130C, RHEEEERALSZ
— W CKEEr A Z &K, B 100CmA LICl, #HREVWEEIR,
BRERIERNER. ZHEREGERNTNEMRER DP M AR, 442U ~12%

B B B3 L8 Qa3 Lad
[ G = 3
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oL |*  CHs CH CH’ICH3‘
. i LY
44 % —O—H--Cl CHE—{N_CH cH—-o0 ot
L ] HFHEFE—O-Li L;f‘,:
L Cmly H--C1® &M
I
EFHER
McCormick El-Kafrawy Vincendon
gfﬁ#'—“;}-H' 'Cl ‘- H C]‘-. JCH_;
"Li, CH; FHER— O €<~ CHs
-0, N: “‘-h. 0o *
CH,4
Turbak Herlinger, Hint

HH#gEFR—~O—-H CILi O

CH, ###—O0-H= _OH
CH, " Ho .

OH
Berger, Keck, Philipp

B 5.8 SFHFE DMAC/LICl b o a gEshHy [26.160]

CH, (RES%¥, TR, LCl HBE% 5% ~15%, 7
N _CH Lt (RERED), BB 2.5%ZH.
3
il B 7. 5% LiCl,
ORI X TA R G0 2 S
#D EHABHRBERHOTRZ —, XBAHAR

NH, - FEJ5 TR R A 1% £ B RE A 38 5 152 R o n 2L 4
5o WS DAL T L g g
s g i : i : A 5¢
fERAR (MGINAHBE)  aoip i, B, 7 DMAC/LICI Pkt S8, %
HRAER, RAEBASESM T ORISR Rz NagEns.
LA, AP 4R /DMAC/LICH KRBT T 058, UBMF RS REE
ALY AR R A B Tt -1840 L DMAC/LiCl o #6177 45 45 2 05 A FOE 5 4k ko, W]
B DS REFIERIEE 1~3. EMERMGT, MAHEIIEIE LS RA . KEMY
R SC TS AR EAT, fERAMMB SR AR T, 110C KR 4h, FHE 4T
BERARAFFEREM R, C NMR 3 B 7%, BAKSHH: C6 > C2 > (03,
BRT MAREFHER, M. QUK. HERTHREHTHESRNY (WEs5 9, Kz i ¥
A4 5 i B 6T 247 R B 5 1k B 7 6t A 08 A5 B
IR AT RN Nt B %%, McCormick F1 Callaist'52] 7 B
PLZBRASMEBEIL RIS SRR, #4 T DS 2.4 WA %L Z MBS, %8B FH,
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=8 DS, WML BRSO gk 5. 10 B .
£59 FEXRFHEES ZBEAE DMA/LICl &) Z Bk BLEL

. ﬂmﬁﬁ L BEG MR e
FHEEKE | M./(g/moD) a—ﬁfﬂxf% I/ % AGU Z W ¥F
H i llﬁ{mﬂ‘ 89 67 ] 1.5 1. 0
H B i 116000 89 67 ] 3.0 2.1
i 4 116000 8o 67 1 4.5 2.9
W 66000 92 75 ] 1.5 0.9
o1 B 105000 86 77 1 1.5 1.0
M. K& 18h, 60°CCI10 )
510 PyFETHAEES ZHMEE DMAC/LICl d 8 Z B fk LR (127
J2 i % il rygrithintl =4 P
L 344 W4y DS A _ mﬁgaﬂ’
AGU ZMH Py e, ST TN o LR | DMSO i ¥ CHCly
1 1.0 (L2 0. 63 0.37 | too [+
1 3.0 3.6 0.94 1. 62 2. 56 + +
1 5.0 6. 0 0. 71 2.0 2. 71 + + +
1 5.0 10. 0 0. 46 2.0 2. 46 F + A
1 4.5 - 1.00 1. 94 2,94 + — e

O + i — AAE.

LH NMR 438 Bn . 5k 0 BOAC BE AR 6 4 i D270, 188 o e e B2, 53K b 28 i
R, DS 2.46 974, 6 i1 DS 5 0. 46, EHIEBEEDHTLBL, %GR
HIKE A T Z WAk R R R e e 6 (kb dy . ol S Fh o 35 T & B 5 & 0 T W R Y
¥, H GPC G5 B, BeibB i fEpE] B I%M RN, FEREEL 609, FHFEM
0 o sl 2 G T BE DR R R e R AR B b, A R T R O ML BE SRR ER . T 9
S0 i

SARFERE, FELIMMARE T, ZHES5EF DMA/LICl B4 4% L
T SE 4 BN, W RN A, ROBERE R (MRS 100, SiksES 51 kN
ML, ™% DSHE &, HRMELEEAEEMGN, BEOAETHE, XEH>=PH
HRtEH AGU EBU kg . GPCERER, BAEMS S, [N R Y
BTEE, Bl Avicel IR MY, MYRFEMREEAS 2%, P k. %M HPLC
SgiREs, RREERGYE FAGFEES T4 (W 8.4.2). i

Mk 4 5 ) B 7 DMAc/LiCl rp g9 X940 2 iE . 216 & 5 5 19 ﬁﬁﬁﬁkﬁﬂﬁ{ﬁﬁ
i 15 R g R AR IR EE A BeHE ik (L 5.1, SeEFARE, 5 R B AT A F
REREGY, R E®E SRR A BN LM, EEFEE /RN
DS {f 7] i% 0. 79,

Hefblits, 76 DMAc/LIC] L i) ¥t ) 4 Vet F R S MG (L% 5.12), W
B 30 R R T UE 93 S 7 MR Wi S8 L s i (1391860
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03

F511 DMAC/LICI M EFHERLHEE
B 4 = o]
RER I | W
e # | M e | obs R he
. | AGU | BeALH L ik
Y ¥ 1 1.0 Py 0.5 60 0. 89 | DMSO,NMP, Py [99]
& 1 2.0 Py 0.5 60 1.70 | P§M, MEK, CHCl;, AcOH.,
THF,DMSO,NMP, Py
(- 1 2.0 Py 0.5 60 1.83 | Py
) '
BE % ik ] 1.0 Py 1 105 0.79 | 7 M., MEK, CHCly, AcOH,
2 ¥ 4 1 8.0 |TEA H 25 2.8 DMF [162]
HE ¥ 4 1 8.0 |TEA 8 25 2.4 ('S
FEmE 1 8.0 |TEA 8 25 2.2 CE'S
EZEE 1 15. 0 Py 3/1.5 Bo/120 | 1.90 | CH:Cl: [165]
| -0 - 1 15.0 Py 3/1.5 80/120 | 1.8 CH,Cl
LMK
4-H e ] 15. 0 Py 3/1.5 80/120 | 1.8 CH;Cl.
W
512 EHAPRFE DMAC/LICl Pt BB E (L Py )
-  REA#S ' Pt
£ 1 mEARNE® 7 - I N B% ik
i : — RBE/CT | BE/h DS
A U R
HER | 2mE 1 54 110 2 2.0 [167]
- ETHREH | 50 80 3 2.0 [167]
# 1 48 80 3 1.0 [167]
IE ¥ ¥ i 1 1.5 80 0.5 1.5 [166]
+ 1 e At 4 ) 4.5 6 100 2. 69 [168]
¥ 1 ] 1.5 6 100 WA [168]
3t il 19 O 1 1.5 80 0. 5 ii% [166]

 BRTIRRTRREE . E T4 & A FIRSR . 35 H AR, W 5. 10 fiaR. BT
DMAc/LiCl, &8 ZHMWAMMIRSHENR, NMP, DMF, DMSO, N-H Xt ¢
8 HMPA nl #{{ DMAc, {H HA 7% NMP-DMAc (3R 240 h , 285 76 % e i B
PR AR M. Ak, DMI/LICI 2 — Fh b7 9 27 4 3 i 10281, DMI ol 77
3, BAFERBEMEENRS, @ niRiE R gL ENHh, 2%~10% (&
B %0 . DP 1200 R 46K 7T % T DMI/LiCl, £F 4 % 78 DMI/LiCl #l DMAc/LiCl
PR 91 C NMR i B b2 0 B 58 & — B, 356 W0 47 48 3 15 30 W R 700 A9 76 R O 3t
M. LA ZBREF/MLbE7E DMI/LICL s S 4 8, 13 A9, 8540 IS (0 47 4
RIME (DS L. 4), F4R 50-9-F8BZMEIE DMI/LICL th )T R, 8 DS 2.1 89
&EEE“”L
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&%k
@ [169]

8]

% 0
24 h.80°C *
4 » (}

0 OH

0
Ql 0 O
’ 170
< J\@ (170
Sh2s°C
OH ! 0,

OH °
(DMAc/ 0
o - LiCl CH;-cr:h—f( CCl
Ol * CH; [171]
24 h,90°C

48 h, 80°C

B 5.10 7 DMAc/LICl PSSR PR HE
PR ETE. 2.2 _FABTHER
I EREPRAET

DMSO/TBAF & —FIEH A MR KB, AHRATMBABAHFER T,
#£ DMSO/TBAF #, DP 650 £ 4 E 6] 7 15min M52 & M 27, 4% M55
B C NMR & FFE AGU MR H KR {E 5 6102.7(C-1), 878.4(C-4). 875.6
(C-5), 875(C-3), 873.5(C-2) M1 659.9(C-6), THEEMTE D LIMNELER
(LA 2. 1), EARMAERAIELNS, W8 o 832 e = 57217 280 2 H Rk 10 5,
X FZR R, DMSO/TBAF th R —FA SR (W 5.2),

£ DMSO/TBAF #, BtEMBRE SSHOB RN FE—ERBE, BEX
WP FESSRFE T TBAF =KW THREBM K. HE, AE
HHEYR (MBIRRAER, HPTH WA EGER) B r R 2R 1 7R B
U0, QIR Z B8R BF /£ DMSO/TBAF o ) i, ¥4 TBAF W% 6% ~13% i,
FUHRZMEEH DS RS TBAF WBEW MMM (WE5.13), X EERE N
TBAF ¥ BES I, R T 0K 5 A9 7K A o 5 1594 fn .
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£513 = rf:‘*#ﬂﬁlﬁﬁﬂﬁﬁ%#‘——j E.EEHE DMSO/ TBAF h#f) 7. Bk 1k B B gy B 129
| ST 8 IR e i |
TBAF £ DMSO mmmm : s : B8 W
11 0. 30 Fol
8 Q. 96 DMSO, Py .
7 1. 07 DMSO, Py
] t 1. 29 DMSO, DMF, Py

B8 R VT LBk DMSO/ TBAF Frafik 4y, 4 ZAE B K7 o i, Al 18 5]
5K DMAc/LIiCl th [ iy 7= 4. BT ER BEREBFS, 76 DMSO/TBAF th, %
AT TARERSEREE A0k F BERRR) 09 CDI BifiSibme e, RS
HRYEWMABER N-R - BN (W 5.2.3), R4 DMSO/TBAF &
ABAHTHA SRS, €2 MECERT, KF AT A% R X AR A m, B bt
TREE BN &5 BN 2R, DMSO/TBAF & R E¥ 5 .

AT H, TBAF - 3H, O K& R4, S [HF;]" 0", [HF:]" &
S DMSO JLFIE MR . BN AR, UMY EEIL AL, TS
# XK TBAF (LA 5.11 01751 ﬂ%ﬁ&nmawHMF¢ME%ﬁ%ﬁFTﬁ
A K 7 TR 5 1 70 X948 B2 RE B e B0

F CN
F F CN
RT L {C4Hq.]4NF +

F  (DMsO) N CN
F CN

(C4H9}4NCN +

B s5.11 @ DMSO/TBAF & X KFEEZIFOTE Gk

fk T DMSO/TBAF, DMSO 5 4 Z, & & 5k 9 i I8 A By 7T Bl F 4 4 %
BT, HEZLRMABR, MKEREDH 25% (RR2%). 5 DMSO/TBAF
ML, £ DMSO/ WM Z e Ry, F4EF 0 R RE R, |4, DMSO/LICI
BB T BB 2 8809 B RR 1k KR 77,

5.1.4 TR % ia

O ERT, FERAZEZ 8T IERD KR RO H 58 & FL&F 4
Rlovrol, REGRLEH . BALTFN DP AR, 4 69 % 08 o] 76 T 35 3% 7 4k 70 10
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2.4 4.5 4.5 11 1. 39 1. 58 + +
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0. 74 50 TosCl 0.19 0. 74 70 TosCl 0.23
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W R

” O
0
1]
+ HyC S—Cl
o - “TosOH
., OH .
b MG

OH
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2.2H 1. 1; AIRMARERF Pd/C SEF7 AR S 5T R (242150

LAK AR P IRER/DCC X ZWEREAT R0, #1475 NE B 10 70 0 2 22 9 7 36
i, LA DCC/DMAP (FEZ W Hed) KMA M, I E 54 Wi DMF/
FE % o Y M B R, A R AT E G R R ALY 4R (LB 5.25), FTEEREE (i
UV/Vis ERiE) 4F 10. 8% ~11.4 Y% (BEE/R4FF)H21e.217]

£ DMSO 1, DCC/DMAP 25T, URWERZ Wik g6 2 2 8%
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1-Z.H-3-(3- W EE N A 8 — Rk o B fX DCC, X 3 & 2= 2 17 i K ¥k 2
PEE2S) s — 5 YA — Mt AT AU DCC, 1 JEd 51 A = 8 2 I 3k 1270,

5.2.3 N,N-BE_mkm (CDD

£ CDI JEfiiEfb R T H—MEa W, BRABS IM SRS E, X
PP E WA RTE 1962 4 (AHLfE%E) &L P8, X#Mrdgi&EsATE
Ww T aecrE, WO R R AR T BA RSB S, 8
A CO. Fpkmg (WIE 5.28), FrAERIMEI =S EE; K570 555 1%k,
WK, BE. B, @O FmEenE, RZES EBR: A, i pH WA H Bk, &
o i W] LA 4 2

5 DCC e, CDI B9 f i 8 R W &, HoabE % 7 R4 @) /2 i, e Wi o] 5% F
DMSO RigEfR (K8 e, DMSO B—FhiFiEHR), b 684k =R &
DMSO Fefi i i e (BB IR R R,

CDI & 1 B4k 52 i 8 i — 8 o W 4 47, 8 %% CDI ¥ 88 5% 1k b mk me fk &
W, BitfTERIL N, ZREAGY S S RREREE, REANEMHE (RE
5.28), iXFhACHK K R AT F T ) 4 B A 5 5E G5 4 0 Ze Ik pE gy 198,

HH RN E SRR S, ZMEE{L R M NMR i (LE 5. 29)
TSR BA, FiRT, CDIFE 6h WBSE &M (FHE 5. 28), WA T k&N
#) CDI & 4328, Al AE =Y.

TESAEBEOESRMG RERW, 2h HAERKELESw. T8, KN
17h, AW TRRAE, P TRERE50HEN92%, N FH{0.25%. BN
fATEB B RE W, A5 e B A 00 55 4 3% ) A P Bk B/ DMF/CH, CL (2121, PP 3k 2 i fi
el . .
AT ARIE CDI 7E 2 F0 B2 i KR 4 68 9 52 2 14 #6 . 3 % SR 25 B8 /R 1Y 88
CDI, 7 60°CERi 16h, £ BUPkMe{b & ¥, v (] 4wk v 4k & W 4k 48 5 2 B 08 W R
RE. A WEEE . SR AT DA FE G A 1k 90 58 3% 1 4L R B & 19 PP, DMAP 5§ B b
CIFE PP FaAfT, RAMARITRES S ™Y o Bk pEe, @ % 2B sk
EOR®, REVREA. BHNLTY,

AR AE 1972 48 CDI C 8 FIe b R f e sl 4 A BE b 2 i, (B ZE A5 R
MR, BEJLAE, NHGE T CDI MR — M@, FEETREETF CDI BED
Rk AT 4%, H A #g el HE3Z

CDI & U T 2 8 B 4k f niy /& /e 2 S SR R Ak A BE s TP @9 BL R b, B T CDI,
N, N'-CERACER B — wknde i 7T F 3 o 45 40 07 19 m e 1k, & 4 0229) | i L L MR 4
AWM. L-mEmR. L-EANER., L-HERMN L-NEB- A8, SXEME N-=52
e . N-RHEEERES 2, 4- TR Ry, SRR ERE. ik
2 Pd fiEfb J Ak, o BB GR 40 L2050 '

Fra2h @ HmR L% 10 %) Bn S5HEEH LN ESE (WE 5300, BB T,
f£ TEA #1 DMAP ff 7 F» A HEdE 1 £ DMF o iR 5h, o H 88 & 268k CDI 4k
MUKW &M, B AT AE 48h HSE, MW R (35 50%), YR a &
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. N
(iR12 A)

BS5.28 E—HRUCDIABEBEMNELERE (22 B) HTHKERERE (&2 A2

0.8%~40% UREDEO, (BRTEM S FRIBALN, BAHMBEHRER, 4L

FHE DS), BH—Frk Rl AhmMEL, BS54 M EP B RN, g
YRR (1.5%), & 2.5% @ Haglzsod,

it CDI7EfLik, DABKERBR 20 B R S A0 Z B LMK, T B BB 351 A

SREAMEICIE, SR B 5. 31 FFR . R Iy o AT T O A K A 2K A 0
DE PR SR
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Y ¥ il

8 7 6 5 4 3

b3

529 ZBCDIBEREERS'HNMRHFRRBCDI s h BB SY

. OH
1& + o) G”“r“n 0
O, )
OH XN M N0
OH OH

48 h, RT ?ELAP
(ODMF) | cpy

B 530 LICDIR{IiFfEmStEgaetmeg 2

ATl A CDI 3% 1k 1 il 45 D B K BE G D AR K . R 0% ) 76 7K 48 A0 I b ol B 99 ik
(e fesetes)) dgkiF. R A CDI Gk, #& TIENREE (Z BT BIEW
M) . "IRMRERFI =IRBRAR. B4 DS HIMBML, {20.01~0.15 (WLFE5.3),

5. 22X T FEBAENIMREE (Clu~Cis) MI=FBI& L. % DMAC/LICI
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i 0
0 CHy | 0 L
: N~ N
cnzﬁ)l\ ~_0 JH,DH Y /‘§
o™ o Ik
CH, o CH;
L -1
i Bl "l)
16 h, RT
L dn=1
~ OH
+ 4d.RT | DMAP
o (DMSO)
OH
Y

i

0~ "o
0
D\

| SN

B531 CDIEHEOBREEIRNLGERER CEPERARILME

e BB RN . TosCl I i 4k ik LA B CDI R 7 & b3k, & CDIJEﬁE!‘E‘[hﬁ
BB, 3R e e AR S B ok 68

1!5 22 RABE. TosCl FfiE{ZE R CDI R FE#TRERSE

ﬁﬁﬂﬂﬁﬁﬂﬁtﬁﬁif"“
7 i s
d T : Sy
1 4.5 100 2.69
1 1.5 100 B e
1 4.5 gL 1 TH 1007 5 BN
1 6.0 TosCl 6 12. 0 24 | i 50 1.87
1 6.0 TosCl 6 12.0 24 50 1.18
1 6.0 TosCl 6 12. 0 24 50 2,17
1 3.0 CDl 3 — 24 80 1.78
1 3.0 CDI 3 - 24 80 "3y, 58
1 3.0 CDI 3 — 24 80 1. 65
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(ER AR, Q0 R LA M G ke B g, < 6 i s R o T 3 o K w1k & B %ot
VER EATERAL , BN LA H REER O e AL R, 7E DMSO b XA BEAT, WK e AT gl e i,
R 5.23 BET N AR B g5 R 1),

#523 BUSHMAREFBOKERDBREKLEEDSEH O KRR

REiF&E =

ek a s : M:H_: . At f8] /b /T Ds
: AGU |  Bikm : ;
£ . .I 2 3 90 1. 55
HE:mt 1 2 3 90 1. 90
£ H A 1 2 3 90 1. 66

B CDIEZSHEFSENENNERE. B2 XBER
(2-HWmE)-AMEEN DSHE

X # ' .
i R il BE / °C DS
A DMAe/LiCl 50 0. 89
o - 2- B A DMSO 50 0. 98
3-(2-0k g 3L ) - P 05 0 * DMAc/LICI 40 0. 58
3-( 210k Al 3k ) - 7 4 i DMAe/LiCl 50 0.79
3-( 2- 10k I 2 ) - P 16 8 DMAce/LiCl 80 1. 07

H: EREREE/RE AGU « 38 : CDI=1: 3 : 3(]

KA CDUIE s, ATEERMAMTHERERS AS RN IGEEN A EmEHE.
£ DMAc/LiCl 5 DMSO wr, 0] i 4 S8 8BRS .k il-2- 3% BR AR 1L & 3-(2-1k
BO-PIEEBEEE (L 5. 24 [233])

FFHEPLO. () BEREZM. FEMBR. 3-2-k )-8, 250, %
WE-2- R R . GERE. 4-BRMR A IE-18-7E-6 FER WIS . R B S WA A F
MR AR A CDI LG bk, X Efroet:, RO HEFMNTHE (R
[ 5. 3202841

(—)- ERWEZMEZ 58 CDI JFE LTk 5 it B W4 %74 DMAc ¥ & 1
PRk Ik & M 4E 1) DMAC/LiCl IR &, AR 60°C, RMSERE, MAE
BEULPE . I8, W18 DS Hik 2.53 WAL 4 E (—)- LTERZMEE (WES 25),
FTIR., JCE 2 #r. "H NMR #1'*C NMR 4r#7, RSB =9 a9 H NMR 4
BT X5 DS AT RAE, GHE (—) - EHEZMEEN NMR #8510
5 B, |

B 5. 33 REHER (—)- HEEZMEE (DS 1.66) 7 CDCl; HA93C NMR %
B, XF SR =Y E RS TR MR, @ THE i, x— it
Al R 7R TR
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$£5.25 HEEL5 (—)FEEH Y CDI BiELELR R

T L = ®
B B 4 gt e i
AGU i col DMSO DMF i CHCly
I 2.5 2. 0. 20 1 + = :
1 2.0 1. 66 — + el i |
1 7.5 7.5 2. 53 — + + n
O
D
~ OH | @R
o, R OH , CDI N
-
0, 0.
OH {DMACILLCI} OH
CH, /
e Q 0 @\
Pl X 0
. : (b) (c)
CHy” ~CH,
{a)
0 0 (
G sy < o
0 0 | 0 0
K/D\) E OH
|
(d) i L lE 14
(e)
B5.32 EEBS5T4% CDI RSk L~].
(a) (=) ZEBCE; (b) FCHEE) ARE; (o) KW 2-RE;

(d) 4'-BEEH-18-F-6;

i 1 ) BB L3 B A DEPT 135 NMR 45 87, 0T B S &% e i 47 488 (L
5.33), BRT AGU ByBRIE Fi% (8103. 7~60.1), (—)- EHHEZ BAYAS L E T
AT 081.0 (C-9) F1616.9 (C-16) GEELSWMIT NS 12 2), AARAEELY
FE, C-16 1 C-17 b2 B ARSE, FFLLTE 616. 9 F1621. 3 4bA H 14y B ik,

3% 6-OH Befb R Rema . C-6 i BIAE 862. 4 (C-6s), Ak, 8101.6 4bhyfs
SRHC1ME, C14MMC2HARARIMEE. HHBACH AR C-2. C-6 191
TR, KRBT A 2 R E 1A Y R

() ¥ E-5FHMH
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CH;
12 i 10
9
AGU 13| : 7
21718
i 0
e CH;"“']?‘CHsKﬁ
0
4 5 0
150 100 S0 0 R - O--.
3 OR 1

C-2~C-5
el 18,17
[ c12 || #

C-16

C-7
_— e T B Ll
5 175 150 125 100 75 50 25 0
B533 S48% (—)- ZHXZHE (DS 1.66, CDCL) #

C NMR. DEPT135 NMR & '*C NMR # ) i pgles]

AT HEMITAER (—)- ZARZMAEN' H NMR %, 40055 5 5 E
Bl R # A A — 4% NMR # R, 4% 'H, 'H-COSY-DQFNMR. HSQC-
DEPTNMR#H HSQC-TOCSYNMR (R 5. 34),

e P B 2 RTE 2L 1) J0 T W O F 00. 82~3. 19 M1 4. 13 ({58 15 & W4 45 92 10 3
510, C-16 MIEEF C-17 PEMPA R FRAE R ML L8, B 00.82
0. 2HMIMEES, FUHRBETHHEASE 0, 12, 3 FFEESL4EH,
Bt 7 00.87 1 61.67 (H-12 M1 H-12'), 50.93 # §2.08 (H-10 1 H-10").
00. 99 #1 61. 64 (H-13 f1 H-13") AWM B, AGU M5 S MBI 63. 42~ 4. 98,
NMR 3% B R X B 453 —, B & 4 ok 2 R A7 7 .

VAR - 105 AR of £F 4 2 17 CDI SO I AL BEAL I I, AL 3] A AR 2> Bt 60 56 6 A
W, AREIRTG FrEAOLT 4 R RRRg . Eﬁ%fﬁ:ﬁ%ﬂﬁ%iﬁﬁ%ﬂ@ﬁr‘* CDI 7%
Tk M RCRARAR . 20 A 52 17 &5 1 o J2 fn 228 |

ANV FI R A OUBE BT T I S A 28 6 IR R B, 1 B mgﬁﬂﬁﬁ;ﬁﬁﬁﬁm,
it LA 26 B R b LA, K, %Eﬁﬁﬁﬂﬁm%#?, PEAT A0 09 I 0% i Ak i
Ve, X, CDIEMRIER A AT, TR 7 45 00 2047 LSRR 0 2 W08 6 0 R TEE%I
ASEH R RE, TIIRRR 5 £ W09 KNt [ 5. 35 B 7

BA, R CDI RS, 50 H 5 4 4 2 3-C2-uk ol 38 )75 406 WL ik K
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B534 %% (—)-ZFHEZEE (DS1.66, CDCy) 89 HSQC NMR & @&
(B DSHERESHFE, R=H RWmBHD)

DSk 1.52, =YMFHIEH, #BTRE, =PTHFATE, xHBRATAR
£ THXZBERRN. € DS 69 £F 4 & 3-(2-0k i 35 ) -9 45 B i /£ DMSO-ds iy °C
NMR 4 5 EwE B . 6165. 3 MRS A BRASME 8 6150.1 (C-10). 8145.8 (C-
13), 8116.5 (C-12), 6112.5 (C-11) JHy ok i 35 4% fiF 0% ; 5145.8 (C-9), §131.6
(C-8) NABFFUEME; 060. 2~102.9 g AGU fFfEME; REMILAERLETRE C6, =9
AEAE CFALR R FBEME), MEHR -2l E)- NN BB HTA
e, W& ERENFTEY, HHE=PE CDClL FH'H NMR & E, itH
DS, 58RI 5. 26 Fim. difE 4 3-(2-nk 30 - T B ls R AL = B1E
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BOLIRTE, BSR4 TR, R

rﬂ ’,-f- .

H, \)LGH+ N> O ahRT G :III;’}

(DMAC)
-CO,

ST ST

N N N N

£, N N (DMA/LICI)

H.. 0,
N’\B OH
_QN

Bs5.3 HERESABRBRCASHKUEDSEENREHE (39

4 (f:—J J;$ 4h +\ L-:E

KH CDU R &k, & T %R km-2-RMAT, DS ik 1.97 (L%
5.26, % 6 17),"C NMR iESE T =454 (LI 5.36), 6112.1,78118. 8, §143. 4
10157, 4 Ak ity 6 5B 7 . S B0 P06 7E BT R B RE A T Ra A 063.1 1 8100. 2 (C-
1, 6102.4 (C-1) MER/R, DS KT 1.4 MEES, ABRXETLRE, 2-OH 4

R L 5.26, %5 4~6 1), X SHEE DMAC/LICI A6 e £F 4 36 1 6 0

-2 SR O 1 5 3R — (170295

#£5.26 FHEESHW-2- B8, 3-(2-0kmWE) HHEBA
4 -BREEH-18- ﬂ—ﬁ # CDI E{t%{tﬁﬁ:ﬁﬁ[mj

_ : K. s IR

,ﬂ T lh. ;m i -.-:-'\-; g1 s e _',, : -.’*'f-*.:, i ? S I:_ “”.‘. .

i s L T e

1 3-(2- njm;: P 4% A 1 2.5 2.5 0.52 .| =+ —

2 1 5.0 5.0 1. 14 + +
3 1 7.5 7.5 1.52 + <
1 wk; B -2 1 AR 1 2.5 2.5.| 0.80 | + +
5 1 5.0 5.0 1.49 - +
6 1 7.5 7.5 1. 97 + +
7 (HEH-18-7-6)-4"- ¥/ 1 2.3 2.3 0. 40 + —
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GPC 25 B7R , WM WA BT ERATED PR, O 4R AW
AW, K4 TR E UGS T BEFMEOREY . ST, BT
S MEMBERME (WFES.2D), ™4 4 19 DP K 275 (K Avicel® DP 280),

0
11 :
| N\ 9
0. 24
K
0
4 6<% 5
K DMSO
RO > O--
3 OR 1
C-8 C-ll G190
C-9 C-2.35
. - 4 i | C-1' | i
' = C-1 C-4 e
C-6
WU'H: *-_.—‘JLLJU l"'llwn
o T WP, "L T2 T A I (W i B e, . 0 i@ ol
8 160 140 120 100 80 60 40

B 5.36 FEEHRH-HBE (DS=1.91) H“C NMR gy

Xf FoF 4 vk mg-2- 52 BR G . T ok A2 Ik B iz AT A AT g et (O R
WAy, WM T AR, BN ATl UV 4R R 5| K12,

%£527] EECHBE)-ARERE (F5.26, $317) IKkBH-2-ARE
(4, 6f7) HGPCHE R

e R R R e L T SRR A B i AL
3 1. 52 721X 104 208
1 0. 80 6. 55X 104 275
6 1. 97 6. 91 X104 200
. £ DMSO .,

MRAMEBESERLEMSTHRE _ZMEBEMK, MTEEFTEINA
TG, prd vl e FRURR R ERME ., EEE MR
DL A"-BR BRI -18-5-6 X 4F 4k & UE 4T AE 4k e, B2 R AT 7E DMAc/LICl b # 4
#AT, WAl COI R G e . YT %R 4 -BMmRAEIH-18-d-6 B
—fEAY K, B F DMSO (R % 5.26), HECNMREBE S EE (LA
5.37), BT HUAY AGU BB L F i (660.1~103.2), g3 36k EF gL F
8165.8, Bk ¥ T 669.3, 670.4, FH E KR Fig{i T 6113.3, 6114.8,
5148.5 f1 6153. 3,
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EHBLA 4R 4" -k H-18-5d-6 BE7E CDCl; H 9! H, 'H-COSY NMR i
FmE 5. 38 frs, EIPHAEELDS AGUREFHES, EHRBERALSHES TR,
'"H NMR iEfHFHHE DS (W 8.3), HEFEE HICTHE 65.00 (H-3), 84.85 (H-
2) AbRYE WS EEBESE CH, 76 62. 04~2. 39 AbAg B IS A9 40 1, B B fe e, 8
DS 24 0. 40,

0 (\D 17
Q@i Oj " C-15-18 DMSO
BEL oS

e

5 160 140 120 100 80 60 40

B 5.37 SHE (EH-18F-6)4 - BBMEMNC NMR#E (DS=0. 4 [234])

- 2-H R -5 SRR 5 5T BB R A Schiff BB, SR FIAZEER, BB
BRI, BRI IR R S 2R T, B —RME R TR
AR AR R, RATAE MR- A (20%, BRSO BRTF %5
AW R L R O B B BR R, CDI JE 7 % 1k 1 £ 8 i 4 5 72 DMSO o —
SERLs WM, TERPAYTE LR, BRI - IR MR B R R RS 5 A R A Bk
CEWEAESFRZE, £RATHEIE, Hit, F DMAc/LICl 4 4% % & &
SR -5 BRI CDI, 7E 80°C L I 16h, B A AHEY. FTIR B &S
[1724cm ™ by v (C=0)] AT HHABEHEM AR, MW H, 7€ 1655cm ! 1 1426cm !
Kb A7 2 VR B B R o B2 L ) ¥R 3L 0

AL G RIGE B HELT 4R, 5 A KIFEESRE, DS 834 1. 410690, &5 kSl sl o
il TosCl JRAIIEAL LA L, 20 005 1 105 98 14 i 1k 52 197 45 SR 26 L, BD CDI 8 )2 i
BRI B, HAIRMELY (BEAEPY), FLBOBFEAS . EARE SR
MAEAY'C NMR B (DS 0.68, WM 5.39) &, Sr¥k AGU By B F ik F
060. 1~103. 7; < R %z B8 Bg i) % I T W {7 T 628.2 (C-10, C-12, C-15). 836.8
(C-11, C-14, C-17) M1 839.16 (C-9, C-13, C-16), C8 M S5HEMEES, C6
(663. 1, C-6s) M C-1 (8100.4, 5 SNIERREEEMN C2 HEMN C1) L4ES
R RPABNRESE AGU Eormssys), RESRIGAEEZ FAB, BENEE
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16
o ]‘4|/\0/\|17
jm
13 12 D

/0&/ H-16,17,18

OR 1 CH,- fﬁm

CH,- ik
N
‘\.h

:J/ [
= | | L
AGU T —— . —— 2
Wi
H-5 o 3
T S '
H-6' :-. &1
H-6, H-1
H-2
H—3 . 5
d 5 4 3 2 1
Bs5.38 HABLAERE (EH-18H60)4 - BBEN
'H, "H-COSY NMR i@ (CDCl, )[324]
A 1 =3 (] 2 4

& T DMAc/LiCl, DMSO/TBAF 124 4% CDI JE £ 15 1 349 4 8 36 4k 52 5 B9
RAFS, R5.28 WL M. BENRAR . & WIoe-1- 190 R ok - 2- J0 R 0 K ek 258 15
21 4 £ #F DMSO/ TBAF Hpty T i 45 5.

NMREEEBR, BRI RE (FELKZET, Mk amon),
CREUURETT LIRS Sh i ST 4 £ B, 67. 13 F1 67. 70 &b (' H NMR) U Fy ke o 3 B
L VR VR 1T 5 4 2 [ i e
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7 ci, 1215
E - ] L]
UT 12 14,17
)

0% 10 - £33,
/cjﬁ, L L R 13,16 |'
- 2 O DMSO™X

3 ORI C-1

8 160 140 120 100 80 60 40

M539 FEEERR1-EBENC NMR #E (DS=0. 68 [1%])
%5.28 G4 %5TFRBE DMSO/TBAF b #) CDI B E A B BB E LR S

BB e 4% : =4
5 ' s HEAR H. | ok
e DS | wee
AGU il Chl 7
1 V. 1 3 3 0. 51 DMSO, DM Ac
2 HE 5 Al 1 2 2 0. 47 DMSO
3 BNl AR 1 3 3 1735 DMSO
4 i W45 1- 9 il 1 2 g 0. 50 DM Ac/LiCl
5 4l - 1- 4 A 1 3 3 0. 68 PMSO, DM Ac
6 (H: - 2- 1 1 3 3 1.91 DMSO,DMAe, Py

- WEN-2-RRER KL A Y (AGU 5idFltE 1:3) SEMRENTHERERN, 7™
P DS AL 1. 91 (L 5.28, 6 7)., M E 63%. NMR ¥ £, B H
A5 7E DMAc/LiCl h Bi {8 (4 4k £ ok wg-2- SR B EHI ], IERREE (4% Z s
FITEREAelE, W 5.28% 1~347) DSAlk 1.35, Kfl&4F, 7 DMAc/LICI
i, DIRREFHEA 4R, B DS 1.2 (MR, DS 2.1 fYBEpEBelL, RPE S KN
g CRAT TBAF =K&Y), EEEIEWHRE (C:~Co) Mbkw{b & ¥ K i 15 8
o KHE N AR A e 1L B K R T PR AR

£ DMSO/TBAF w1, 7= 4 £F 4 & 4 Wl &i-1-¥8 B B§ A9 DS i aJ ik 0.68,13 C
NMR (L 5.39) 4r#rassR i ARk : L DMSO/TBAF X &R At fs KEE M
S RIGERRERIETE 2 (L N B R 3, TR AT EAE T ok &4 7 #4K . GPC 4
s, BReVEmEE/R (132,

£ DMAc/LiCl 8 DMSO/ TBAF w1, #/CDI il it i 4 A= 5% i 342 18wk v 4k 4 4
X EFHER B TT M ERIL, RS AR AT RN R R, NARTZEH Rz,
XM ERAESHET NHTHMEH. 5 DCC 5 TosCl #iE{EM AR, CDIEER
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Jo TG B SR R, AR CDI 45— 858 £ 5k R sk (b &% . B 3% F DMSO ki
l, MBAABERNEE; FYONAEMNEER, B YaEs. 5K, WEEET
(1 OH. NHz). SRR = BRI, 7R ILAT T AR,

CDI 7€ DMSO/ TBAF i iGfbik R B @ EHMmsk iz —,
HRALBRMBEEARBRES TR, ¥ FHM. 5 DMA/LICI ¥ i 2 B A8 H »
CDI SEAL R . MAEE M, RSEIS MLk RS, KNGEELS
BOCR TR, B THEERENOTREENTAEY, 0Tkl 5w ok 5 A 6 4 00 2
HAM AR TR OO EY, CDIERENRERERTEN SRS —.

5.2.4 SHT

PL A TE e IR TS AL e B — FhiR A, B RAY iy k. B 5E, DMF 5K [ &4k
A (UFEREREE ., =&, AR ERE RN RS, FLEkT
HEXT AT iE1G, EEIL R RRIE LY, MRV ERERE LY TN, B
T 48 R USRI ™Y, #57 DMF #3648 A4 (LA 5. 40 [239)

0 0 LT
0 >_< q ol
CH 5L CH
B S o OH N
H M - =
N—CH, ——» N i N=( R |Cl
Il Gk T -HO l w( W
0
i ol ML
CH; (F< %?H , O R
N A ‘., ., |
e MY VR S
|ewf H 0, Poir 0
1 ] OH - OH °

BS540 BRAEBRFAELENSFEEE

Z R ARAFER IR, SPEE R SR AE—20°C F#fT, A dEERE, T
FERiFEE (AR HCL s e s, ik, ZhEE S T 28 mms ik,

KAFAVREIb:, KRR (FERAGEHEE . %8 -asxxs
mu%m&+%&5&%%%&&ﬁﬁm§&ﬂﬁoﬁ%ﬁﬁ%iﬁﬁﬁ&ﬂﬁ
PL “—@B i ” #17, B DMF #¥%H E—20°C, MOMAEBE, BSEE R
Wig, BIMARR. NMRERER, ZME5WRMNHE, # L RABSS AL
YR 1) DMAc/LIiCl ., 60°Chn#t 16h, PYm)s etk B e s #24, HYy
KB AR =Y E MR IR &9 PRk, i BL¥E | DMF £ &N 85 — %
KEHLE (WA S. 40),

AR SRR RN HRG, SR, FTEERSBERNRBESYETE,
AR R, 2R, AT UCR M BB Y, RN A R B E 5. 29
Fim.
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+£529 BS54 ETF DMA/LICI & 89 81k T BE 5 1L 8 1k 9]

i, ' =4 Edon B A hds kT i .
1 1 AGU | ® R DS WY

1 B i3 A 1 3 3 0. 63 DMSO/LiCl

24 il iig e 1 5 5 1. 84 THE,CHCly

3 it e 1 6 6 1. 89 DMSOQ, DMAc, THF
4 i W - 1- g e ] ] 1 0. 47 DMS0/LiCl

5 2 W e - 1- 7 1 3 3 1.20 DMAc, DMSO, DMF
6 S RbE- -5 A 1 6 6 0. 66 DMSO

7 A~ Bk 4 ER R 1 1 1 0. 30 DMSO/LiCl

8 - RE P R 1 2 2 0. 52 DMSO

9 4 3k X B AR 1 3 3 0. 94 DMSO

10 A4-fil§ BE 4 G 1 6 6 0. 66 DMSO/LiCl

TR 75 AL RS T A A KR A 27 4 /R . 40 I AR s F IS SR AR S 0 &
WILHAR, 7115 DS 1.89, THF Al#EMI™4 (W% 5.29, 317 . MNRMEE
T, FACWRETEAL: A 5 % B Stk TosCl IR AL 1% 1k 3k 25 Ui F i % 6. 8
M5 AGU WBE/RELIE S - 1, DS EWien: MM E 6« 1 0f, RMHRTER
F, HEREBER, SEDS FTHE (WMES5.29, H3,. 107, FTIRiZEE R, 2
WEAL RS S MM T R R ZME, Z-OAE TR EAIERN, X5HhZm
A ORI WEMTERREIEM, HEAWNE, XARENERSH T4 E/Rk
HHEXERHFENRREH, WHAREEXSZBARN/ RZBEES S T L4076
A5,

) 8
O 0 0
_ NO >‘—\ 10

. >_©‘ % CH,
O
6 O
4
ﬁ.’

R - O--.

3 0 1 s HA10

H-7,8

...................................

M54 SHABAFEXHEXTHREN H NMR EE (DS=0. 94 [259])
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BS540 HAFERMERTRMME (WE5.29, 97 WLHMASYHE
CDCly &2 B H NMR i, AGU i F i F 63. 46 ~5.04 (H-1—H-6), §H
HEPMBER T HFR FU¥EA T 67.79~8.31 (H-7, H8), FEERE Fus{F
62.10 (H-9) F180.99 (H-10).,3C NMR # FTIR 43 #r &8, T8 i, wmEk
B i s AL R i 4, EEnad 2% .

GPC fa W — B UEW , Z SR &R IR, G4 ZEERRE T L2, DL Avi-
cel® DP 280 AW ¥, A3 DP 240 f4F 4 X & NI ke BelE (DS 1.20, W% 5. 29,
H547). DP 280 MAFHEH 4- %K HMEE (DS0.52, WES5. 29, 4847 #DP
250 ROLTHE R BEARBRIR (DS 1.84, WL 5.29, %215, FUELI Fei% b5 1
TosCl R if AL BORBE M SHEE A . i B AT L, S04k Y0 e 3% 1k o 5] it L 2 i
SR 1 1 5B A B B IR A A R AL

FACTE T8 A 1 7T SR F 6 AL 2 6 ol R . A0 S o o s s 4 b 19
M. BACTHTEE R E A A R RS, A8 AHMBN . DMF ££
PEYER) RAF A, AL TERE 51k i L DMF s MM R R, o B F 2 # £ 80
IR . SR LI 1 1 3k A B — B ™ T8 3% Ak B2 7 B ) 95

5.3 RitvZMELWA X

5.3.1 BEEZ#ME

R FAMRSZBEE , CARE AR VP R RO B i R P 0T 6 R 0 O T O A e
il & T Z AR T AR IR0 . /£ DMF b, 4% S5 IR R IR R L. B
AT DS 0. 38, W% IR X BAE L R FHAR [W] B2 R0 g AL,
468 1o ST BT8R, R AE B B4R B DMSO o il £ 3 45 4 AR B I Y DS {y (242,
HEAGTR MR B2 S RE R AR K (L3R 5.30), 4 4Efk# AN 0. Imol/ (mol AGU)
f s ATAGBR DS 1.5, DU BE R I AR A RR A i AR F A . DS 0 B A5 1k,

®S5.30 fEALH (FEE) REMEHSSRABRPERS =P DS EHPEe)

. BEEH Toupl e
R - ﬂ'ﬂf'{:j\ ; sl iridy ke
AGU ok 6 8 0 AR - KOCH, G :

1 1 0. 100 100 0. 59

1 3 0. 010 100, 0. 18

1 3 0. 025 100 0. 60

1 3 0. 0530 100 (. 88

1 a Q. 100 a0 .71

1 3 0. 100 80 0. 80

1 3 0. 100 100 1.'10

1 3 0, 100 110 0. 86

1 3 0, 200 100 0. 58

1 ] 0. 100 100 1.48

1 10 0. 100 100 . 1. 52
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EH AR REiL RN, RMOIGBRAEEEMEMN, RMARARED
AW, ZBR LR, M=y m#sh (WES.42). BBS5L
¥ 1 B 15 38 3 7 ] SR FHR R R HEAL R . 76 TCK A BLA o i B R — 1 R
Kyied, AREM—FAN: AIBENSRTEEREN RS =REW, EHILER
i DMSO & DMF w1, B4 %k HiEE,

i
OH O R
0O OH
- JJ\ it | SR { + CH, =
D‘ R 'D CH: 0‘
OH -~ Ol ™
0

on A
CH= ——» CH{ 'H

ES542 ERSABRCEEHTEIRENENANIERELI IEARN

IEHARF AR F200, B e B 1 B Proleather 18 I B AT 3540 8 % F 4 HL 4 i,
R FREHAPEELS, Wik, AN Z AR S 38 & DMF i) s 32 4 5 6k A
T Bacillus subtilis BPE S [ §§ Proleather FG-F i fk 7)(244) , 48 P9 4 8 2 45 S
5&EMAE/NRIK., BWEE, rlf#ES™He DS (K HE 5.43), K DSk 0. 45,
1H,13C-COSY NMR, 'H , 'H -COSY NMR # HBMC NMR 4r#r38H, &ML
SoAE kg R E I R/ 6 (AT .

0.40 7
L dedi
0357 o 3 2 o g
0.30 g A
0251 @ A Lo
el A
% 0.20 _ ® 20 mg/mL
O
0.15 8 O 30 mg/mL
0.10 O 20 mg/mL{#%EiER)
0.05 0
o < @
[} y—pat T
0 50 100 150
FERiftE /h

M 5.43 Proleather FG-F ikEN BB S AHE 2 H 8 kN a2l

{E Proleather FG-F (—F® 3 ¥ F Bacillus sp. MM EEE M) IS AY
(R T Candida rugosa) TF4EF, FET/K DMSO th, 7945 BR Z 45 BE 7] %) 4 e 4
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PEfTectE. NMR g5 088, SotEdE AGU Y 2, 3 fir 28 #E171243) . Proleath-
er FG-F & 3 #Y 520 %08 K ™4 DS N 5. 31 fioR .,

HEEHM NRRIERESERPRBEAC RN AAHREOELTEE, AGUR 2
i BA M, %9 WX ABEHITAAES] . H R al ik 2= BE Ak R R T
BRI . O TIDH el 1 E R e s CHERGRE(L) . il 32 3 2
#afE DMSO | 39°CTF#47, RALSCRERINE 5. 32 frm, SREW, 5=y
DS fH2EFT RS 88 98 %5 .

% 5.31 7 Proleather FG-F Bifii{t T, AR (EE® DSHHE) ME5EBES

ARBCHENETREN P DS {48 %]

DS E

— . BB/ %
it bt | :
0. 10 0,072 71. 4

0. 20 0. 151 757

0. 30 0. 224 74. 6

0. 40 (.-315 T8. 9

0. 50 0. 370 74,1

£532 BHABNENHENESKNELOEBS LB BBOESR =D

DS {H Y & o Lee5]

REAH P

or s - : Bsﬂﬁfh : DE w
1 2.3 2 0.1
1 % 4 5 0.3
1 0.5 70 0.3
1 2.3 10 0.5
1 1.0 70 0.5
1 : 1.5 70 0.7
1 2.3 20 0.8
] 2.3 30 0.9
1 2.3 70 1.0
1 4.0 70 fodl

X I E LR B i 8 B (Novozym 435) FIEH B (SP-525) Candida Antarcti-
ca BN B B AEALBE AR R 2948 B 5 9 AR F 00 I 2 30 2 B, 7E RIS MR /S e/
AKIMFLW . 40°C KL 48h, 8 DS 0.8 MM EE. 5 DMSO o i) i 38 e ) R A
B, B Nk PR M E T E BT 6 ik, R Candida Antarctica fi& I 8§ B
B EAE KL EE £, HAAE S S0 KR T % 4 4 fidh

V8] 5 7E 7 AT JERD ) BE B b ) Candida Antarctica J§HTHE B 5 R £ 15 ¥, W 4
FCRENR AR Z M e A REFL ST (40°C, 24h), FF#8 728 DS 0.5, =B s 3 8 4
ACORLF b Y 26 1 18 PR ok 8ok F 0T 4 8t DMSO &% K HIRFEEG AR
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2461, g5 NMMO 1, 4F 4 % 55 2 B 24 6 th o7 2647 4940 i 38 B R B, EL 7 B
DS 84K, Xk 0.3012],

$£5.33 EAENSENEHSZRZBERE™PEH DS EHEEE

< R T R g .. EBZEE

GER” TR Vel SRR SR " RN e ey
| IDMAP,FY . ¥ & | 1. 88
Na; HPO, 7. B i§F 1. 00
MNa; HPO, L2 5 i 1. 00
NH.Cl L & 15 Wi 0. 95
NaCl L8 746 R 1. 00
K:CO; 8 Z 2.18
Na, COs 28 205 s 1. 82

£5.3 ZMEVUNZME LB IHE/ Nao HPO, B Z =P 6 DS{EMN E W

L fEmw/Ew e SRS oSS o of L SEEMSITR G Gt et S
v R . : - Ds ] R e

Hylon VI 1. 00 i I 0. 10

A BE B 0. 92 a- ¥ M 1. 00

AN 3E T B 0. 94 (3 B 8] i 1. 00

+ & 5 # i 0. 88 e 0.75

W E K E s 1 0. 82 LR £4 s 1700

E: RI&{E 40h, 70C, ZKZ W8/ AGU (BFRA4¥) 2.3/1, 2% (FER4S%) Na HPO, 291,

& T By AT 1k B Bk 2 4% IR A BE A S, iR B R el LAREMLIZ R . TEA PLAY
fEin DMSO W, EHLEEFIE I8 N (Bacillus subtilis) 4R =46 DS 4
WLzl WA A RFAEFE (WE 9 F), #5.33 MFES. 34 5 T Al i
fCREAZ 40 S AL . BEKY 5 B £ R SR P 8 i DS B LA B 3E b FP 23S xF DS #Y i
Wit oL, MR K. COs ARELAIES, 74 DS iy, (5580540 LR 2
Na; HPO; 1 Na;COs, NaCl th B EEME, H2, JoHLE: 410 52N ) 1 40 1L 28
HAj R ANHE.

G T R B Z WAk R . kb S A 0 e R R AT T R R S 2 R R g 4 Y
TEREE, BAERKERIRTEY. SRTEDMABRNEE. SERZREE—F, X
SR E 2 B B EMEEE, £5.35 bR RENESERENR
R 45 3 |

Tl M A ) 1 A B Al PT F FEF 4E R Bk, 1R Al DMSO/TBAF AR
REERICY, ZMR BB N BEILH, “F4ERBRA DS AT3k 2. 72, R4k 14 K 4% 2t
5. 36 fiR.

DMSO/TBAF ) BE3cH W L ZBBF 2 5 oMb R i R E N L, H
N ERBT R R R oK, RRK RN, = DSEK. BT Z A,
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i, T A3 0 A A T T R R N 5 ErBRAR, 4SRN 5. 37 FR.

®5.35 TEEENT, ﬁ&zﬁﬁﬁiﬁi&ﬁﬁﬁﬁﬁﬁﬁﬁEH]EF**E[“ 5

FrE 303 ARt Rt ] SRS TR

- AL DS Be®/ % 3\:;-_-0;’:::!.1":’
Lﬁm ];lagHF;Uq 1. 00 90 1730
] i Na; HPO, 1. 00 85 1728
TR AE Naz HPO, 1. 00 70 1728
H H i i Naz HPO, 0. 70 78 1730
W2 Na: CO4 1.00 82 1720
= Z R Naz COy 1.10 90 1725
e ] Naz HPO, 0.92 50 1718
P A R s Naz HPO, 0. 90 80 1715
H Bt P9 A AR AR Naz HPO, 0. 92 88 1705
S=R. . NazCOq 0. 95 82 = 1710
P AR A Na:z CO; 1. 02 90 1703

+536 FHEE (2.9¥) EZﬁszEDMS{MTﬂAF (16.6%) bk 2B E R

B R 3k 1% e

SRR ek s O R e iR e s e o

- : fE £ /mg ; DS R
MU hemenm || o8 o] eee e b

1 2.3 — 0. 49 0.55 1. 04 DMSO

1 2.3 20 0.52 0. 55 1. 07 g

1 1.5 20 0. 39 0. 24 0. 63 PN

1 10 20 0. 98 1. 74 2. 72 DMSO)
. 1. B &N 40°C &R 70h 271,

2. LAy KH: PO, 5 Na, HPO, iR & 4L #l.

#+5.37 ﬁ?ﬁ#'—ﬁﬂﬁ LHEE DMSDITB&F (186. ﬁﬂ/} #HEE{LEE e
v | RRH i, foy b m&mli
r T R ' qE ; EhE
k79 et L /T s L=
L AGU mEikw : HRE, ®
TR ZHE 1 2.3 70 40 _ 0. 62 A
HEERR 2 0% B - 2.3 3 60 1. Ed{ﬂjﬁﬁfﬁ)
RSP 1 2.3 70 40 1,47
FEE AR 7,40 1 10 70 10 2. 60
4 1N 7, A 1 2.3 70 40 0. 95

[ (BuSnCD2] O J&—FiA R0 B AEAL T, T RE 1635 50 K R 00 SE 0 B9 R B 5

Ci~Cs MiEha i Mema ] (n A EE MR Z B8 17K A8 i g il

RSP E

INZ MRS RBEE N-5 WA Y (0 N-F I RN . NRERLZ R

PR . N-5R P9 REBRMREE) 10T 4 S WAk

soh, EHE T ZRENZ
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R BB I KA, ELRAMELT, FERSEH LT ZREN
Z R = Z MG AT 7E DMSO/ 2 5 I RS {4 7 v 349 40 i 47 8 e 46 S Rz o0

5.3.2 EEARRMAEENLERRE

WA (T —RREF. TR _RECE R RN, B2
ZEBAFHT TN, R oA S50EERN, SEWRRMITFREMN
X B R B 2 5 00 B Ak B 26 Rl

—MEH . MBREGN AN E: F4RES ﬂﬁ%ﬁiﬂ%ﬁ]!ﬁﬁﬁﬁf‘.
HENARTEREIMIREEE, ST EZLMIMBE ST EERBRENESY (K
5. 44 [248])

0 0
., OH ¢ D i
o 0 0 110°C
+ e NN —
by R 07 R mmcn_lcn 0.
OH CH, D =
R=CH,. CH,CH;, CH,CH,CHi, R

MBS BNBEARRFHETEE B BENRBEN RO

HZBEZ BT BEA GBS 28 DS fgr=gtaee.500 , Stk , UM EE I 35 R A R —
b b B A T i, B R X B N Y ] R AR R 2 B 2 A ERC252] ) g R AT
DMAc¢/LiCl 8 NMP/LiCl ##%7, 100~110°C, ﬂﬁ%ﬁﬂﬂ&ﬁt&&ﬂ:ﬁﬁﬂk#iﬁ
#, 30min NHA[R W S5E4 (W% 5.38),

£538 WMETHE (MCO) HBPALKE (HWP) smﬂm DMAc/1 ﬂ%ﬂﬁﬁﬁtZEamﬁ
B2 R 4 4 LR 4 - ER&H : ﬁmm

ﬁﬂ‘ .._ “._-:._ Sk st

TR

wm

- HHRR

. -:.
—— DS

MCC
MCC
MCC

1
1
1

0. 90
1. 80O
2. 70

0.78
1. 58
2. 38

HWP
HWP
HWFP

0. 84
1. 70
2. 91

H BRI%M 110C, i 30min (2481

XA T / 2 I I o 22 0 A0 ok R N . LA 5 0 R R[] A i v 2 3% ) LAk
AELEAFNZ S THAIERIMBESIHMIMRZE (FRE. T MEAE (L
#5.39). XTI ESARE®RENTY, BIE DSHEAHE, =Yl
FHKE THF AR ER, B DP XA R ZE W, THKZBZBREDN T,
S5R4EYE) DP X%, {H3% DS HE @R K. |

A F B NMP A9 FF 55 52 R i 4 47 4k £ % F W%, 7€ NMP/LiCl fk &, NMP 5
TosCl &4 Vielsmeier-Haack SR, B8 v ] 44 5 55 % S 08 B0 R I A RR & 4 %%
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#5399 110C, MAFHE (MCO HWAEKE (HWP) SEN /BE (Z28. AR
TEN) # DMAC/LCl b S & RERAEE B EE (AA) BBE (CE)E
Il g R R
DS
iR .
AGU i AF : A CE ). £ AN B
HWM 1 . G T 0. 30 0, 30 0. 20 0. 26 0. 46
MCC 1 7, K BF 0. 30 1. 50 0. 32 1. 39 1. 71
HWP 1 Z B EF 1. 50 0. 30 1. 32 0. 37 1. 69
HWP 1 Z. B 1. 50 1. 50 1. 07 1.71 2.78
HWFP 1 i i 0. 50 0. 50 0. 45 0. 47 0. 92
MCC 1 (5] 4L03 1. 50 1. 50 1. 50 1. 40 2. 90
HWP 1 T A I8 0. 30 0. 30 0. 22 0. 24 0. 46
MCC 1 T B BF 1.50 1. 50 1. 33 1. 37 2. 70
| @\UTU}-
| | -
|  CH;, Cl
0 | |
I
N 0+ (.‘H_;—@—ﬁ—(l E——
| i
CH; 0 |
X |
| I;l Cl |
CH3 Tﬁ.\'.-
|
. OH CH., ] CH;,
H*{ ,i:)CI ’it>
0. 0 & 5
OH ° Cl ;-
—_— - ]
(NMP/LAC]) 0O O |
OH OH ° i
CH;,
N (0]
doz 2 AT
(9] O ~H
H,0 #
e
0
OH

“ | OH
—_—
O

OH °

B 545 HERXE NMPE TosCl E5 T RES 2 (59

Cl
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SEELRN

gL L

T T T T T T T TR S T S T

d 45 40 35. 30 25 20

2.5

3.0

35

4.0

4.5

MS5.46 # TosCIB5TF, FHEES NMP RS AEE - (FEE)

TEESESA H, 'H-COSY NMR i#E

0O
OH
. TR R
] + ’ 60°C “
. 0, (DMSO)
OH °

J_ o H
CH-i\HJ\D %, UH ¥'Eﬁﬂﬁ i OI)KI/ \(H\u

U + § L & CH; 0 i
CHy; 1% (DMSO) 5

O s OFF-— ~OH

M5.47 FMIUBBWLT, c CABRNRIBE
DMSO b i i 71 5 [ &7 ) & 3 @ 2 67 4 4 050)
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PR REAC T, ZATE DA EEK® (WLE 5.45), —FiERamH
NMP FMIE4ER ., H—MEEMERTERE . PCNMRERB /R, 5 —RMNA#E
EHBEHR, RAERGFHER 4+ (FERK) THRESLKESY, 'H, 'H-COSY
NMR 2 #rfik T =45t (WE 5. 46) .

BB R B Z FF 2 hicktE, HZRMER SBEERARN. A8
XHR, £ DMSO 9, DAFRRIWH AR, B FFRN, 2 AR 732K
AP 2 (L 5.47), BH'H NMR 404, &6 2-6-B O BAEE DS A+ F
0.10~0.75 (WL 5.40), R GYEA B IF A0 54 & gel

£5.40 HLAXEAREEHENET B ZNILEEN DS 505 M H2

B R #% LR ™
L 3194 b WA |
AGY P32 i H; O B oL/
1 .15 0. 08 -+ =
1 0..33 0. 21 + =
1 0. 66 0. 44 +
] 1. 65 0.75 : _ o
120
100 | =
= st
= 80 o HigiEF
& O O o HuMEIEF
& 60 Eﬂ b i
fi o
= 40 o O HHEE
- m EHEEE
20 |
[ |
oo ® ]
0 1 2 3 4 5 6

2- ZECH I (%. BTHH)

B 548 SH%ES5:CAEE DMSO/TBAF bR, N 2-
CHE OB R B X SR % 1k 3R 50 = 4 30 40 B 4 B 0 (25

KHEMTr i, LA E /LB Novazym 435 Rk Rl, KPS, NG
AT M A KORE T AT B R AL, RN R SR MM AE 6 (2 aEATI2) . ARSI
Fo Al e CHBEH RN MS R, £ TEAGET, G4 XL «C A
£ DMAc/LiCl ¥ R B, 80°C K i 18h, Al #kiE DS 0.8 MR E 6- B RO M
i, %BERE T DMSO., Ll 2-Z 36 C M4 ki, £ DMSO/TBAF o gz i &k %
B (WE5.48), 5% (BE/R¥0 RN, 60°C KM 4h, =% 4% 100%,
Z BT T St R RER . B, 7 DMSO/PY Z, e AL b 7 24 0l =
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B AREXEFHER AT, ERXFRRAFEHEET: 494K 5 TBAF MEE
. 4R B IEMREAE A BT s,
R AR MR RS S A RAOARMBSN, mBR5ABRRE DR

HAHROSHETB, SIANBBMENSZHERE ROTHRIRFEEME, HXAE
FAES 6 LI 4.



LR L P AR AR N 6. 1 Fran . b dsws PG R X 2 Y R 15 A
RefE, FOAXHFEEH&ES, BRA/KSBREE. 6RREE W £8Pl 7K
WP (NaOH. Schotten-Baumann KR ) o, LLfEf SAE I M6 &, s7E
A HLIE R 2 DMAc/LiCl o 250 i & . A X980 52 A9 3 26 s 7 T R B A [|] 4, %
K He st B o R R, LR 2B R 0 O e SR R . BARR R BA R R s, Wl
JRPLgE— 4 5 R MR BN, A RAFER K™Y . A, HTFHFERET
WEERN, R SRENER. SHMER, KA MEEN, 4% X«

BB R R E 2

i
+ R—S5—C —_—
' —HCI

g;ﬁig-e

e

BT 1.0

4-FIILERE

H,C
R 3

el

O;N ERE =510

5-N.N- —F 5 - G il

o0

(CH3 ),
HyC — il

FiC— = WP

Tosyl, tosylate  [103, 162, 256 ~ 261]

[262]

Dansyl [263]
Mesylate | [262, 264~ 268)
Triflate [269)

Tresyl, tresylate [270]

E61 HANTHEHAKRE
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DMAc/LiCl b, 790 B ERERS); $ 3L b, TEA f#7E F 9 TosCl ¥4 3%
PR T e 1 B B 2 R W |

M /NG FRER R L, FRATTEGE . T A RN R W RR . R 3 T B R AL
BERA, 5 TFit— LT EERRN . 28T, FRN, MEETF, o
ARSI, B MR AR, A MM E &Y (WE6.2); BT Sy &
i, 356 8% 1 7R s W X 8] 4 7 A 3 A ek

]

+~0\ *O-.
O NJ&I N(Czy Od

— OSO,R

OH OH

62 WL HEHBE S\ KN

6.1 HFRRE

EZERT, ZNHTHEE (M) 5 MesCl[ 6 mol/(molAGU) ] 7 mf g 3 1k
fr B RBLILK s AT 448 DSwama (DSwme) 1.7 B 45 4t % F KRR AEC264) . xf
JRORHET 4 B A 18 R Z R R 6B 58, 1L NaOH PRI WAL PR LT Y K, A
I 47 4 F A B2 REIE HEC264), BE K8 W B 9 DS 14, W) B 4k 2k 5 Kk B R
WHE W 2E AT 7 R SR e, R AL A E 0 & R X DSwe % 4 B B B m (I #
6.1),

F R ME1L ST I T 7E 28°C F k47, MFE STC, HIKRL & & FHfr, 74
DSnes FXFBEAE, 58 40 SR AL & B2 AR iy (o65T
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F#6.1 RENEMBENLLTHEE (840) 5 MesCl 7E0 U B KLY 69 § o L25°

Fz i 3% 1 gy : "= %
] /b mErc T e TR ciw DS’ =0 DSci
4 28 20.0 1. 42 L 2. 00 0.11
17 28 23.0 2. 91 2,74 0. 29
2 57 12.0 10.73 0. 93 0. 72
20 57 12.5 12. 93 1. 00 0. 86

£ TEAfFET, F4EE S5 MesCl fE DMAc/LICl th, 7°C KK 24h, ey
DSmes 1.3 (WL 3R 6.2 L2651) 3 — 25 Xf % 7™ ¥ #F 47 B9 0 Wk 1k 2 ¥, DSwme. 7] 35
2. 102670 A B B A S 5 AE T - A T B b iR R S i R b ok B e R AL, R
REVEERT 150 ERTH#T: FOHHZRE/CIl PR/ Z IR, 7
Uik pH WHEWAE 7 A£G, LB HRESE KM . DSwmesik 1.3, £ 4 % RS IT 45
[ T DMSO; DSwmecdk 2. 1 B, £F4E % 5 BR S IT 45 7] 3% F DMF il NMP; H{g%
DSwmes 8 7= 41 R filE & A= 3 BK .

£6.2 TCTF, HHES MesCl # DMAc/LiC! o 348 AL 69 45 57

2 BE % 1 g
b : R R/ el
AGU MesCl | TEA f"’ﬁ S/% Ccl/% R R
1 ] 18 24 15. 8 1.4 1. 3 0. 10
1 9 18 : 48 14. 4 2.8 1.2 0. 20
1 1k 30 24 15. 5 1.0 1.3 0. 06
1 15 30 48 15. 3 0.5 1. 3 0. 04

LA NaOH g, MesCl E/K & Wb 0, #l 4 T A 8T P s, 2 pn
D€, 19RO T K 094 BEREH B BRERCY), KIE M4 DSve 0. 10, A4
DShes 0. 68,

AR £ 22 UKL 5 MesCl R R 7= 40 (4 45 ¥ LR F BT A3 700 . DA i S 7 70
MesCl & & 3mol/(molRU), 20°CK R, 74 DSwm.. Al ik 0. 68, &L
Wt (DSci0.04); AR IRE, Sy By ES K, DSve FEE, DSc A &. St
fAlZ, LA DMAc #1 DMF R # . BE7EMRIR F RN, P9 A ot & 4 5 6k MR s
B AL ZE D581, m L DMF A, 76 20C F R B, FF8 % DSwe 0. 04,
DS 0. 10 '

6.2 xFH5HIRE

ﬁfﬁ#ﬂﬁﬁﬁﬂﬁﬁﬁmkﬁ Bi 8] 78 DMAc/LiCl # ¥4 ik 17, 8 5 B 7l 55
AGU YRR I, ATl & BA BT DSgwmma (DSro) BILF AR AP MMEE. %k
oz B () 46, ELJLP TE B B A e L165256.2700 o (E R, Py 4 My T BB ) B 52 R T 4 1
a3 7 B m (L 6. 3),
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G =
CH™  “N(CH,), l
.

CHJ/&]:'T{CHJ}Z cr CHy T:I(CHsb

, @ CH, 0~ \
-, * 0
0, 0
OH ° OH J5ey
il v V1

E6.3 FRBHNMEETFTEES TosCl & DMAC/LICI o g K4 HL272

M5 DMAc R4 Vilsmeier-Haack KR, A P )& O-Cof HE 2l BE A )-
N, N-“HREZWREEE (1), (1) ERAREHTERERERFEIERN: A
SAYLE, ks (pK, 5.25) & N,N-—H#¥ER (pK.5.15), (1) 5%8K
R, AREEEMER N, N-ZHEZRERAED (D, SRT, (1D R R A
AR D, fEKMEPHETELE, (1) ERIBAZE (V) Mk, RER
W, tn TEA (pK. 10.65) 5t DMAP (pK, 9.70), M A MK CI) %418

(VO, (V) SZPERN AN EMEmREE (VD, BERRMESE.

RABFIER B, DP 280~1020 454 F ¥y AT B %% 1k 4 #8 B 19 Bk BR ARC>), 8~10°C,

2R 5~24h, 4% DSros0. 4~2. 3 974y, @IV RIAT 28 (LA 6.4 F1E 6.3),



6 [EEAS 99
20 L
1 (a)
1.6 A
w 121 .°
= 1 e
= 08 1.
1 b . e °
04 1 o l
0.0 — —# T
0 200 400 1600
& R (Al / min

64 # TEAFLET, RS [EHF4HEALE DMA/LICl o K 89§ 1
[ (a) AGU.; TosCl BUEREEHX 11 6; (b) AGU: TosClBOEERER1: 1]

£6.3 THFES TosCl #F DMAC/LICl b f R B

| R i e ¥ 1 RE
i Lt ” f f B i ’
i bl TR i aprer v :"i: TEa 7] Do LLR06 1) C/%
i D £T 4 % 280 1.0 1.8 3.6 1. 36 11. 69 0. 47
1.0 4.5 9.0 2. 30 14. 20 0. 43
Z S M 650 1.0 1.8 3.6 1. 34 11. 68 0. 44
1.0 9,0 18.0 1. 84 13. 25 0. 49
6 4 B 850 1.0 0. 6 1.2 0. 38 5. 51 0. 35
1. 0 1.2 2.4 0. 89 9. 50 0. 50
1.0 2.1 4.2 1. 74 12. 90 0. 40
1.0 3.0 6.0 2. 04 13. 74 0. 50
MEX 111 1020 1.0 : L 158 3.6 1.52 12. 25 0. 43

. FEBL#&fF24h, 87T 5710,

FERBMEEATE TEZMAINEN: DSrik 0.4, A HF T EBIEREFIEA
(DMAc, DMF #fl DMSO); DSrocik 1.4, FWEE FHEB A 8 A H; DSr. ik
1.8, FFiaixr TR _E P L. KA FTIR Al NMR #7858 5047, 45RmMAE 6.5
B 7R o

7P 6.5 1, BetE AGU RO4FAEIENL T 061. 0~103. 0, EFEEMEE LGS HMN
fE 620.5 (I EE) #16127.0~145.0 CFEFKRIEF), mE 6.5 7] W, 6 i & Fdik
e, BEA 70 MM ELA4ERY C-6, i, C-1 BEFHES, T DSt =W 2
CrA KER R, B DSte 3§, C-6 W& Wi M 55, DSroik 1.89 B, ™y C-6
ILFREHE, HRANERTS -1 C1ES (C1), C1{EE43 R H YR
B 2 Ak &4 T 8 Bt .

FEMEBER AR AT B P, JEM S TosCl RA AR M B, 7™ 4 5 by 2K W ol % s 9
DS K. R, RAMIE KSR GERIERZRE, MERHETEL, 5



100 SREREN

0O 8 ﬁ’
o—ls',T mll R_HEEF_Q_ )
) 5 g‘!.!)
" e O-.. mm:DSTOS
3 20R1
C-2354 DMSO

C-11

(a)

C-10

M ol _

| Rl Rt L Ly LA SR L) L LRAR Y LAt s bl ) Lt b b ALl RLRLE L LLLLLL ) o L AR LA Lad e R e

6 140 130 120 110 100 90 80 70 60 50 40 30 20 10

H65 HFHEFREPHRHME (DSr..0.40) 1.12(a) # 1.89(b) 7 DMSO-d; #9'*C NMR i @&
("RFESETUARANEN, s RARRNAE)

RAR R TEER . O-6=>0-2>0-31%8] | 1) DMAc/LICl }#5#|, 7E TEA fifE. 8°C
FEORL, AT A YE R K P B R, DS1os0.6~2.0, MABMT 0.42% (3
6.415590) , HEFBERM, WMRIEMITE LCI 4, 1% LiCl BIa] {58 r ..

6.4 EH (Hylon I, 700 EHEEH) 5 TusClenMAchimq:mg*gﬁE (241 (2507

W e Bl T e b i e ﬁ&?ﬂ' _ 3" : :.i

: Ml AR A A hs a_j.; 2y 1}_'
AGU TosCl o, | e D&‘_. w mf%’
1.0 1.0 2.0 8 0. 61 7.61 0.19
1.0 1.5 3.0 8 1. 02 10. 18 0. 20
10 240 4.0 8 1; 35 11. 64 030
1.0 3.0 6. 0 8 1.43 11.93 0. 42
Lo f. 0 12. 0 B 2.02 13. 61 0, 32
1.0 1. 0 2.0 20 0. 61 7. 63 0.11
1.0 1.5 3.0 20 0. 87 9. 40 0. 43
1.0 2.0 4.0 20 0. 71 8. 38 0. 45
1.0 3.0 6.0 20 1. 27 11. 34 1. 33
1.0 4.0 8.0 20 1. 26 11. 30 1.55
1.0 6.0 12.0 20 1. 76 12. 96 1. 48
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FRTF, MM R AR, ™9 DSr.. FFE. BT EE T REBMA RN, 4 Wl
A AR, Mo SNm, 3855 RRETH T AR B : DSteik 0.61,
i FEREIERE FEF,. I DMAc, DMF fil DMSO; DSt ik 0.98, JFIRE T
et —E AN DStosik 1. 15, FFHRHE T THF; DSroik 2. 02 B3R 54 A 5
TF&.

6.6 RIEMERBAAES (DSt 1. 09) AY13C NMR #£H, % H 5B ETUL S
S kimahey 8.5, Ak, P BBAETRA A C-6, WL BAE 669.0; MAb, H
FefiBREETUME, £080.240FC2, F5HHA: WEFENE, 094.3 4F
—iRWE, ZIEJR T C-1', FHH DSro1. 09 MIIER EF BMREEMN 2 B ROH TS
B, SIEHMERMAFR (0-6=>0-2/0-3), %K W6 K&K IRFER: 0-2>0-6/

0-3.

B66 FHMEFPHRERE (DS, 1.09) 7 DMSO-d; & C NMR #HE (60T)

ST TERY K AR S S BE AL AL P i NMR . nl L 25 e b 2 6P ik R s B
R ERELS, H6.7 REZBiEMEPHMEN'H NMR B, A=
4 NMR K, a[#ik 64. 8 M8 F ZBEfbAy 2 15 (H-2)0731, H-2 ¥ i 58
BH DSros W M9S5S » DStos KF 1.02, ZWEFE4 I %, 3RO 5 6Bk 1k =2 5 0 5%
12 i REHET. RPBEB LSS, 2 (08 Sy RMBEMRME, MH, HA DSt
e, EHEPMREAOABEA TR XPBMBELEN, T, AEKES %
20 06} P Aoy A PR T R R A AT A R A R

AT B SE R PR AR EE (OH f1 NH:) (L 6.8), H{t OH 4
AR LAYl . AR NH W4 i N-BBtRe:, i =9 A s A&d Sy i, PhE
AR A AR M N, PR EEFMMES P R4ER
R DO MR R M EEM P EERN SRR RENY ., 05K %Rt
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H-2 W Z 8L |
B i
. 4 6,9

DS;,., DS, L 4 5 0

QO

Y 3.20]}!
0.00 3.00 oy oy |

i m}'

0.35 2.65

0.70 2.30

H-1,H3  H-2

H-6,

H67 AFEFRE DS, M DSA M ENEPHFEEN HNMR 2E
(83~6 HdM AGU 0% 1T T U i )

#
2 i
"
i

0,
\\S,—'NH L
\
/O/\D N- i
CH,4
6.8 PFREHME2EETES THNERGTEDNGEN

SRR L7270 Sy T 4 N-2 P R AL RO R . AT R A M K R R A IR LA K i F K
R B AY TosCl [10mol/(mol #EFD ], 7492 AR, DS1o0.83 (WE6.5).
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iﬁ 5 EEDNMP#'ET, 2] NEEEF?E! (0. 2g) &PNPEIHE*EE.EEH%EPE!#?ﬂEE“”]

AR

o R

?ﬁ##ﬂ'ﬂﬂﬁ

*l_

DMAP/g

Hﬁl:"h

DS

o,
fif £
ff 8
fif, {4
fif £
fif
L1

R m W W W W™

0
0
0.2
0.2
1.0
2.0
0.2

24
48
24
48
48
48
48

0. 34
0. 69
0. 62
0. 70
0. 80
0. 83
0.18

DMAP A i i H e B 9 2 P e fb S R, H BB AR AFIR A . B N-JiR & Bk fk )2

RiRAE ., SRR HERMIL, IF o B 58 H M RN TG EA.

EXMMEREST, BL42% NaOH Wi4bBEHH %5 % (DDAO. 18), 88 H &

#[254&] .

IO VK B )G 19 BI W, BFZIE S TosCl i 05 3 WA 0°C B 2 5 7

2h, P 20CTHEH: 2h, BHHESY,. 254, 1§ DSt 1. 01 R RER
FESRBRPE AR (F T . OH 89RO BNEIE#EW] 28 F NHz, Bk, w12

MR (

WFE6.6),
F*6.6 mﬂﬁEﬁﬁﬁi‘S*ﬂ*‘Jﬁﬂa*! O-% Eﬁﬁﬁﬁ[m]

 RRH

mﬁrat$iu§

]

; TbaCl

DStos

i

1

1
1
1

7
10
15
20

0. 42
0. 73
0. 95
1. 01

DMS0O, DMAc, NMP, HCOOH
DMSO, DM Ac, NMP, HPM A, HCOOH
n. d.
n. d.

W N- B Ak Sz R

» B, ZBEEEFE

(7 Bef 2 A 7K M O 1 HCFP s I £k B2 N i 7R

BT

W B F & 5% ~8% LiCl 1§ DMAc,
Al 7E & A KR A& 1R T 2F AT R W S w1k

E-E[EEIJ \

Bf 5, DSros AJ

4 J I 7] 5 0 B kL Ay 35
kL1 (WP 6.9 [76]),

1 (mol/mol)
i E AT I

MRS, T RM NS LA R K.
MBI 5, R A bk 7 i o Al Xt

ZBE, WA e .

HMURZR e, 2E47 % H Rt fe etk
AHEERRER SRR,
JEEEME, I S R

Y ZhE, Sy RN Z T —

/I SR OB . K R

EZ

W 1R %5 5 %t 3% iR i 17
MFE#EEAFHR
EBRW . R

(230

RUfCRE

1.2 |
1.0 1
0.8 1
0.6 1
0.4 1
0.2 1

0.0 -

RN EHERFEESR, BEE TR T HEH69
REPEE R, AT LABOR fh 2 L A il A G 2 .

5k,

fEv Ak FAFTEREE.

¥ M8 DSr., 69 1L270]
a(1—>6) FEZMEHE, WA, THRSASEEHSWAFR M IHE, X

In“

0

10

20

30

TosCl1: RU ( BE/RH)

40

TosCl 5 RU BEREEHEEE
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T2 WAL S R b, ALAEE R ST RE il ok W B BB A R, C —C X, R
Rogovin 4 AL#770 3 47 1 W i 2 0P 1 e 4k 52 1o B J GE 19 Sn 52 B B AT 7 438, (B
fEEIN T, X R4 RGE T R A B Rt — B RIE, % 6.7 5% T LA
SCHR B

£6.7 M EZHEFEREMNER

E WA E M &% Lk
1 5 BT 2 T A 1 g S8 SR o RS A W [278]
A T B T 4 Y 5 i W 2 7T S B R [279]
F S o TR T R8N 45 NaSCN # 47 Sn KBy [280]
/T O T e SIA MR F 77 X B8 56 0 6 il S i [281,282]
6.3 Hihmism

LA R0 R P A 5 7 R 5 S e ST SRR, SOk [278] e
HeFK W AR R SRR LA Sn RBLHEAT T WFSE, 4R T ROV HLH,

20 5 FUNR 107 R AR G F) S NS VAR B, WO RE. S HUP BRI S ke
WERME R SPREE AL, RS SHEBE 200, 2,2, 2-= 550 FY Tk T 40 g 7 488 5 &F
AR MR M A B R R (70, DI MR 2,22 SR MRS M U,
#& T AR R B R A R VR B FR R A g K%, W R RN T 4
UM T REFF7E A G2 (g8 et ) (28],



7 SETARE @ e

ZHRRES B AT 0T BN K A WS AL R, 3 000 2 M5 C L IR A P 7. 1
Ao ZFEWREG . BEMAE. CARAABMEBE MBS AEEY EEON ML, 4
MR A R L&, MR RSN S, B, G4
L XM A A — SRR, BETRE, DR, T EAET
KIREHE P, R AR R0 IR 2 oh B 70 9 2 B R A 28]

0
O _ONd

. S
O’IN\O "";

) 0
0, 1. CISO;H o,

OH HNOy/ 2. Nay OH °
i H,SO O
- B . ’ N.o/"""

—

o  OH o7
H,BO;, ™,
S N,04/DMF #
(o} 0, (e}
OH OH OH
3 sy - Hep,0,
icy/ NaOH
i \';\ O Na
S Na
-"’f,_? U Na
0, O,
OH OH

BE7.1 MANZEEYEE

BABERM (pH . KB A B, AR, AT LI 20 ES 09 55 1 Bk &
AW, N X SR BEAT RN T, A RS A4 R AR (R RN B
BRI i RS — b, SRR 31050, LU CS;/NaOH M F 4 2, ik
BGRB8 8RR B, MR ERRESHR TR LM
NaOH /K. JCHR [285] MBMEIE T IEMNH . EREEF BN S, 25

ERMRE TS NoOy KR, 48 W M8 Es: 5% F 5 m 4 m, DIRRTY .
P A 2862877



106 =18 88 {1 52 U

7.1 WE¥E

SEREER N MR T A RN — RN E RNk eY, XS aE
AR A BRI BB . 40 BT %6 o =4 A 4 i 4 2100880 | G R 2o Wl R S (R R 4
W, GIEERAEEMBIAWE, 0D BN o LR, LR
N-Z t-5-D-2F 3L e L2890

R RGBS o LM A N-ZBEAD L AR [ WE 7.2
()20T], FFols 52 K PR 45 R 0L, (B JFF B S A0 BR PR S 3 HE L300 e 6 10 i
HRER, MRS L-ICHRERRAY 3 (LR DR LB 6 ik, EEEZ
POt 5% BN 3 B B MR TR AL A . TP 2 — o T 0 96 0 00t ) A o R )

WRAREREMEHARWEE RS, REEOWBEEE L 5(1-3) EEM
B-D-E D RE R N-Z 85D LB, GRme K B (2 F N-Z BE-5-D-2F
ey 4 e 6 4 (WA 7.2(b) KB E-6-MMAMLSH], BRI E R L34
PERERR, WidE D-WiARRERR A R [ 7. 2(0) (29217,

ﬂﬂ“’ ﬁﬁu

D CH,
p—
03OH
3 0 0
HO o RS
é OH NH
00"
{c) OA\CHJ

B7.2 XHXERE (0, REXCHEE (b AFBRERE 0 HES$

) 5008 5 | A\ GRRRF BEHE, — 7 10 AT LA A 20 8 0 K 4t . 55 — o T T 4 2
AW 6 ., B, KBS MBI Z 0, EEARSBRBRERLE (&
4. 4% (BE/RSIH0, DS 0. 04 BEEBRFRERE S, AT 1535 M0 K W 3. LT 0L, %
ZBE SR AR L O R 1T B SR R — R R TR,

HEIC2IFR T ZEMMAES M AR, HTFAT SRR 20, Bt
WOBRRF MR LA SRR TE, 225 RBMREE ALY 1 (LK L BB, (LI, M A
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e B ks, Hop LIt iE £, SiERAliE Tk, BEKBERPERE.

FHAFE MR, W CISOsH, SOs. H2SOy, 7] % 28 3 17 5 58 85 1k et .
LA 6 R el A O BE R SRR AL PR 4, W E TR MREETL N, HEXFMEET. £
BT 2 SR PR . SRR VT S5/ FREIERIME A . R U T MR, AL
Wi VE D 5 Ak B R REATBR AL BURE 6 B R, 20 0 i R B AR W BRI . CISOs H
1 SOs J& 7R 55 i o 1 i 1k X » 13 9 Ak 790 49 B o5 76 T & 0 % I8 B #R AR AUk . SR
H CISO: H #1 SO; 5H U8 (1 TEA. ks sRIER-FREEREA (it DMF) %
B, AL R, X A AR Bk 5. SOs-DMF, SO - B 3% 1
R, s R R . R, TR TSR RS S
MR YRRV RER M — E A WIS, €I RIT L HIV 8%
JT s B 2 % U R R A R

DMF a] i il 55 2 20 0] LA Bk 8B4y 2285 . DMF Ji 42 885 W 58 /5 1k 52 i S 7 Jg
REAM B, WPE D B TE R FI SZ S ek B R B35 ). #E DMF b, IURIERE 5
VE B AR LA R R Ak e, S5 SR AN 7. 3 praRleed

2.5]
+» HbEsEl
2.0] w cZEEEE \;
A IR -
2 1.0]1 -
] A
05 * . A
] Y
0.0 |

0 1 2 3 4 5

AGU:SO;-TMA ( BEE/FH )

B7.3 Z#¥5S0O,-TMA # DMF b 9B BE 8 1k & R (2% (24h, 0'C)

BEMEZ MMM LR AR . BB SMERTIERTRERN, B
SOs-MEBEHATRARBE LS, RIGH =W PR, BIKEPBR S HERZ
5 SOs-mthE, EFRMEN 24h, DS A3k 2. 10 (g3 7. 102051

RT.1 HREES SO-WREPBED OTBRELRY

R | F W
AGU SOs-Py S/ % DS . — : ?;f D&]_ " '
1 2.0 10. 4 0. 93 n. d. n. d. my IR
1 2. 5 13. 6 1. 45 _ 1. OO 0. 14 0. 31
1 3.0 14. & 1.75 1. 00 0. 31 0. 44
1 4.0 15. 6 1. 98 1. 00 0. 50 0. 48 .
I 5. 0 16. 1 2. 10 n. d. n. d. n. d

. BB #&fF 24h, RT L2951,

£ DMSO 1, LIWR0E-N-BE BRSNS 20, AT 78 DS 1. 6 B 5E i 2 85 5 5 2
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B TEMENEIARAFEH . LA SO;-ME BER B Z Mt 72k tE, ™ DS 2.6; fEnkhE
dr, BLCISOs H SESEREZ B, 118 JLF 2 28Em ™Y, Jamirk ™ PR A i ik
K, HETIAN, RS TERES RIS, RIEEC NMR 458, WRiE-
N-fEE N O-6 AR A EREM, HE, @ SO;-ueuEf CISOs H Hi & i ™= P 75 #f
TEARRNLAY 6-OH (L3 7.2 [296])

£7.2 ilqﬁﬁﬁﬁfﬂlﬁlﬁmﬁﬁﬁﬁﬁﬂl]ifﬁﬁ‘ftﬁﬂi

 RRi&ME ' 1 E2 AR
RRLRA ' LY RS e DS (el /()
KIS T AGU L LY mes Rieh
W 05 - I - il e 1 4.0 as 1. 60 =1 &
SO:-EERER & 1 15. 2 85 2.40 —14.9
CISO, H 1 6.3 100 2. 60 —16.0
CISOsH 1 12, 6 100 2. 90 —22.0

¥ FEAE & 60min, 85T,

Wi 8E e 2 98 % i T DMSO/LICl, Bl SOs-Py 7€ 80°C [z i 4h, 48 DS 1.7 9%
BEEmRC T, DAKE G RAY RN, 7 DMF i, 40°C R JF 6h, T & 5 BF ok iy
ZPERRFER, MDS2.8~2.9 B EHE. LB, HEEWEB Mg ZiE
P MERBEE PO H MR ENAKER, DSk 2. 10297

LA Hz SOy / FABER G 3(1—~3) -FD-H B (i1 Saccharomyces cerevisae 4y
B BT s R e, SRR R, RS, IS, B
fTAKS, =S RRNAESFE. SHHERNMHL, 2R G7%),

CISOs H FH BtHE iR 59 5 SR, 7€ 60°C TR 4h, 75 15 3 B0 4 0% 50 2
Bg, =% DS 1.411%%, iR MMR LR AA S EmEH, 2,3 FEfik=
3 AL B A Z B 1T e AL et s VT — 2B 4R R LT a7 1

ACRAAR R S EmmmER (WE L, EEBBFAHE P, L
CISOs;H, SO;, SO;-Py, SO;-DMSO SttEFEH, & 7 DS 2. 9 A% & BE it B is 1k i
. AEXHRE, KA CISOsH 5 SOs #9f7 47, 787k v o ] %t 4 8 it 17 &% B
M f Bt . R gy AT G BT BRI L itk . mT A o R R .

£7.3 Tﬂﬁﬁiﬁﬁﬂ‘lﬁ‘ﬁﬁ{hﬁﬂ

= B M R e R - L parE gy “sEXM
H: 50, . ik 0. 25 [300]
CISO,H F R =1.8 [301~304]
S0 /B

NaNO; / I & 8 2 i Dry <0. 02 [305]
Urea/ 8 35 8 Dry <0, 04 [306]
SOs / 4L g H. O /% YL ' [307,308]
SOy /Py DMF 2.9 [297]
S04 /DMSO DMSO 2.4 [309]
30; /DMF DMF 1.6 [310,311]
S0/ TMA H:0 =0. 1 [312]
N- 5 ke s Nl 2 N H; 0O <<0. 01 [313]
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HACEHETUHZHETRERMEBO T E: I REEM BB RE
70%~75% H,SO; 1, W HHMEL"Y, BESYEMYE, H.SO, 5/
SFEE N MBAY. SHREIEYME RN, T8 DS~0. 4 M4 %
02 ¢HWWEM$¥W%%@¥M&N,mﬂLWWﬁﬁﬁEH
] g ) R L3140

VF 2 B MR AL B 0] LA G S T e, X P RURAR JETE 5 4 T8 b R 50,
P, MY R A RS DS (A, oA T K. Xt ok 24 09 4 4k & E T s B R AL
e, BT BUR B A 5], (A, DMAc/LICI A B 57 0 i R s 4k 52 R 7 3]
Fiig =9 DS €, HARRpHe, -

RE N0 /DMF B —MEFHAREZEN, BXH ST RERBERDIES
A, o 1A 6 R I B AN R R (CISOs H., SO5, SO.ClLH, HyNSO;H) i
B, RAEFRICHINL, SRRRRER, BRERRANEMARRE, W18 DS0.3~1.6
(= ggtios-216] ;AR I R Ak AF, ATLIESHIRE SR A (MR 7.0, 58
HERMARILR AR, KNP REYRRRERE, FYEuEERN. TR
P F AT G A B, T BB R B A T Y AR .

£7.4 AEXTHEESTREN [zmalffmomc,m] HEBELER
B R %1 R

o

i fii] /b

il 1 /T

4 DS

02

S

0-6

NOSOH
NH:50: H
S0 Cls
50

= o I

20
20
20
20

0. 35
0. 40
1- 00
Q.02

0. 04
0, 10
0. 30
0. 26

0

0. 31
0. 30
070

¢ B 66

= B 8 o

S0, 1.5 —20 0, 55 0. 45
th: DS i NMR 201

J T B A B N, O, /DMF, T%ﬁ%ﬁﬁ@ﬁﬁ%ﬂﬁiﬁi%ﬁﬂ%&
Ri%, FER=PEBRIEPRANO T, TEE BRI TELH
l, W DMF f THF, 3f5 SO;-Py &% SO;-DMF % #: J& W37 | 4 4k 2 = B 3 5t
BEf il SR o PR S = P Lkt DMF/NH; I MR (DS<1.5),
S5 AN B TR b DMAC/LICL R MR N ; RAE — Mk, Bl& T DS 2.9
WY LT 4 3 = LRk,

LT U BRI AR AL S Lt B vp = W BERE S N B 0L H, 56, SOs # A Rk Bk
B Si—O8 (WE7.4), kR, ﬁﬁ$%¥ﬁﬁ,%ﬁuNme
WAL EE, BPRTBTR TMS M, 4 R LR b2,

H ERR R B AT, DSs 244 E = WﬁﬁﬁD%%Mﬂ,thﬂﬁw
2.5 HE N AT, 7.5 5 TILAHRIEN RN, HRARRSIL R B B EHR, 49
3h, [ SN AL 2, PG, WR R DP RS 4E K = PRk ke R EK, AT s
Fr T RTFAERGERA, B, DS 0.60 f 4 4k % 580 85 19 19 H 85 % 4900
(1 %KD,

0.10
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0 - O. oNg
N\ _O—Si(CH;), \‘.\S,—O Na
Sl(CHj)j ’,S\z\ 01"' \\
0] o
T NaOH - “ .
1o, (DMF % THF) | YO, (H,0) 0.
OH * -(CH;);SiOSi(CH;); OH °

7.4 mEﬂaEEEHﬁkﬁ%ﬁﬁ#ﬁﬁﬁ
!TS wid= Eﬁﬁ&%iﬁﬁ#ﬁﬂﬁ#ﬁﬁﬁﬁﬁﬂaﬁ[“”

G - g Eﬁ‘fiﬁ | o U EI o R
'IMSIF!!!: i ' anknﬂ:ﬁm . Sk
T T ?ﬁ! B s MR | v
) e e i : } AGU 7
1. 55 "DMF SO 1 1.0 0.70
1.55 DMF S0, ] 2.0 1. 30
1. 55 DMF S0, 1 6.0 1,55
1. 55 DMF CISOs H 1 1.0 0. 60
1. 55 DMF CISOsH 1 2.0 1. 00
.55 DMF CISO; H 1 3.0 155
2. 40 THF SOy 1 ko 0.71 -
2.40 - THF 504 1 1.7 0. 90
2. 40 THF S0, 1 2.3 1. 84
2. 40 THF SO ] 9.0 } 2. 40

BRIRRE LI B L FT L “— 8 B 6 47, BIAS 40 B B FR0A MR AT 4 % = 1 Sk
FE17), fE DMF/NHy Htt 48 48 R 17 Bk by AL sl v S . e FE IS Bk ok Bt 9 NH5, 43
BAE B NHCL, AT DMF @B BBEILIXA, W CISO: H & SO, , R JE
RS, BB E ML kR,

18 DS M RFIM LB TH AR MBI, S TFEFEE, WRRAE
TERG 5 FHE L5104, DS 0.2 MBEK RS C BB 2 M T A 75 DMF B,
X DS 2.5 ML A %R ZMEHITHMEEIL, TRESHE LRTWS, 285
ARBGFEABER, SOs-Py, SO;-DMF 5 Z, Bk b 5 B2 % 35 1 e 5 o etk iy

I I
. O CH; 1. el idm : 0 CH;, . OH
2. ZEE aut d NaOH %
(DMF) (Z8%)
0, | 0. 0 ]
OH \sf \ O E:
N\
Na 0 0 D \D

B7.5 hAERCHRENSTLETFTRLE (ZHEIRPE)
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W ITRMEE RN (LB 7.5), RS EREEH IR RE. LSBT L
ERBLIEZ MRS, HEEERAFEd, U NaOH A BB 2 Bt 3, 9 T M)
RAEYER, BARNEZR, WETHPET, RN 16h,

7.2 HEM

EZWED SRR, MESABRREERE - T EFEENEHRLER, B
AT RS T, HM, RAZSEIPNEROBNB. ERRET, AR
0.1% P AR AT S AEE8) Yoy 2 O o % R R 5 1 & L E B T e B R WAL
B I i A T T A A AR B M C10) R Tk R B2 7 B AR A AR i
HEEMM, THk [320] T TSR,

ﬁm%%z&ﬁ%m,ﬂﬁ?%ﬁiﬁﬁ,%ﬁﬁﬁFm$ﬁﬂ%ﬁ$ﬁiu
TR MR ARt — AR N T R SRS M SO SR A Y I . RER
A B4 BT 488 10 25 40 b O BELAR P . £ 4k K B RS T AR5 A B T s, RBEDR
ZERTE K P .

B REE S RERREA . B TR, TR BERERLT IR
ATFEE. TERTE 6 1 th A o 4608 o 5 i Rl A g L AL, 3Lk — R IR DS
G &2 0.4% PO, BED M7=, & 12 BERESE M & A TR MEZ.

AR AAREHN, mERBEMR. POCL., P.Os MBERREE, X2 517 5% M
I crE . 7 s i R X 4t A R AL R . A, R 7.6 PR BERRILEGH .
HRAILBES Y, Kb AR M 6 &K DS /5% 8RR .

SR MR (NaaHPO) Sk, £ B8 (DS
0.02)[321~323] | &7 RiRLEE— M 100~120°C, IEBEEEEE (W1 NaH2 PO, /Na HPO,)
SEMREMAEESRET (140 ~160°C) #17, % DS AL, A
]»3 0. 2[323.32&?1 >

B THERSTHRMRMRIRSMESE “Are”, ¥ a] LU TE K 85 75 i iR
A K, S IER TR A8, fE 140~ 160°C #Ab BRISO), 48 T K % AR
e, P8R TR A B A . B NaH; PO, /Na; HPO, [ 2. 5mol/(molAGU) |

ek g, 35°CHbEFER 2h (pH 6), iFiE. T4, 150°C#ALLE 3h, G DS 0. 14
o TR B RSO0 L GE G, TEMORA TR b4 ek B AR AR, b TR B R AR AEUR B
BF032) | WR G L (05 AT B A R BE Y A0 TR A 1 I 58 B AR IR B R . ¥ VR OR
BEMME, BRENN e —MBEREE. RAKSKFENPET, TR
2450MHz #8555 B R AL BB (PE4 N 28 L0k [333,334D). -

LA REEE S B, Hik, R MRS RRN pH BREZ,
pH 5.0~6.5 Xt IE B MR Eh it i e fE, = RBEMMNTE pH 5. 0~8.5 AT KA R
R3], fEWEE pH KT, A B0 2 B0 & S0,

Hy T U R 0 . TC L I BR R T [ B S ek SR, R R R i&%ﬂ
W), EEEEMNE, S —ERMEA. SRAMEREIBRA K
NaH, PO, Fl 10% ~15% RELBIER. P& 0.2%~0.4% NH 0.1% ~
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SWRELRN

0.2% P338] - 150°C, WPEHZS (50~500Torr, 1Torr=133.322Pa) T #AbHJL
/B, A8 0.31%~2.1%P M1 0.08% ~0.5% N HE B3RS . Lt oER
EAEA P EBH 2.04%¥E 3.07% (DS 0.056), FhgsWEFERE B0,

BB, 25 A1 W S0 W 7 W R T
£7.6 TATHERHHRRLEOWBR LN

L RiAes

sEIM

?Na ONa ?Na
NaOQO— ﬁ'— D= l[I’—D— ﬁ'— ONa
9] 0 0O

H}C_N‘ - ﬁ
\_l

gy sl e ©
Cl I

= H Y

N~ Bk - N - Y L g g

N-% Bt A A e

7K o kI

LIERBMM I

N- At A -2- G 3 -2- DR i

[321~323]

[324]

[325]

[326]

[327]

[328]

AT A BB R R E M R AT B AR AR AL e, Mlm, 2.3-T--Z M H BEUE
ME R ERE N, BTG, T8 DS 0.7 iy giieas], g
BPER M =k s, 78 DMF &, 120°C i 6h, A[f#E & DS (1.75) M™9
[343.344]  # DMF &, POCl; B —F G EH M BHEMRE/LERN, =P S&E
11.3%, HEFK; B FRIEGE=ARMALS, W] BA 30BN 24 .

BEAG . BERREbER POCL SEERE RSN, Al RS Z WM. ¥ 2R
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MR AR, TH., 12000448, /[H8&0.99% PR~=HES], 8
5 TE Mo 10 0 2 S b 2 26 B

IR BE7E NaH: PO, KEEHE S, 60~66°C . #i# 30min (pH 6), T4, 150~
160°CHu AL 78, Hl% T/N/RB AR (A REE DS ) ZEErE K, 20
(B HE R 400~500¢P (1eP=10 *Pa -+ s), %A S W B E @ HE S, 75 APt
B Dl RSB R A YIS, Z RS A e A B SR b s R 48h,
B =& P 7%, ZBRnT R R imtE, MR MmEA 20 RigE, B
WA LSS FREEWE,

FREEYS P,O; P w s L, 35 EMmAEEEY, XA 4molP,0s/
(molRU), HEZILTFEedidtt. WREMMREIHE T/K, HS DS K/AKEXK;
M, B DSHEER (RZMPRE) HMEARE TK, FEETRERLSEME
e, WP, O R R E RS, AR S R AR T A
F OB 4 R B 7 1, PoOs #E W e Bl BR b Y 9% AR R 1 S n ol T R RO
(22%~ 45% BEMRAE), 19—V, 7= 0 PUBE M 75 1 B 4 7 & 5% b mo 14 o,
) [t % 52 1 4R 4 o i PR AEE 50T

WE9E T Al i M il 0 0 4F e Bk pE 9 R, K Ha PO, WA A, thal Y
PO BE-SEMAEY, 120°C, 4% 58 mM H:PO, MIRE RN, BT =4 DS 0.3~
0.6, NEH0.1%~0.2%, F=oFpKEREY ., 78 150C, MAHER/RE/H; PO,
RGP k7 #4 &b BB, b T S B0 4F 4 K 09 8% MR BS se MDY . L HaPO, . POs M
(C:H;0) POZEE BT HRAYRETHEE, UHBREDUHIER, WBTH
ERREREER: (R K DS 2.5); fEB A4, %50 nT (L o6 88 55 A0 4 a0,

POCl; AIfEAR R M4 (il DMF, nksg) S, B h T 7 38 8. 50,
FEM LIRS TSR . TR BN FE DMF shittr, i TRERTERKRESY, &8 80
fea035]; Hilk, 4K S PCls. PCls f1 POCls # K R % i& & 76 B Bt R b it
F709%6) | fEdERMERE R (I DMAC/LICH o, AEEBIFHENTHE“Y: HTF
B4 HEERECR N, A RNIEHMER 57, N, O, /DMF 24 48 K 9% B AL 1k X
M REFHEHR, 1molAGU F M 6molPOCl; #1 6molTEA, #E 50°C W 4h, #[ 4%
DS 0.8 74 . KSR RN 2SS BONIRG Y ol BB, 7R
fi£; 7€ TEA ZJ5m A POCl;/DMF, BJ 4% 4k s hi g ZHEAMLFEEE; DS 0.3~0.6
() =M A] i F kD8], S T R (R POCL: i B R 3G ¥, w3 H KX POCly #4782
K, L N2Oy 4bE POCLP, FHERMMEBAKEEHEZE LM EMNE
W, BECNFERE R, B AR EREE KR, ERUBRSTERE LR
RIS FEHEFTIB Z WAL R0, T ZRA5 K I t 00 &7 4t % o B s L% .

7.3 WHEE
% WA R T O ek 25 15 T R B AR R D S, A S 48.5%

HNO; f151.2% H:SO; MRS R N, S4B WMEERAE (13.75%N); Bl 20.8%
HNO; f162.8% H.SO, MBS MR, P a& N 12.8% B, P& =38%
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e . A=

H,SO, 1 HNO;, B L& 25% Z B fl 25% Z B AFAY HNO; st A ies ., 840
B EE A R EEC02) . A (DDA 85%) 54l HNO;, 3 HNO; f1Z. 8/ Z M i 19 1R
SR, 18 DS 1.7 W BAREE, AR R D, EREMRENERERE
BT, ArEe NO; AR EF; dwarh Cloy & NO; , Hix™PAR
., fE A Beh AT RER A B AR R REE

LA TEB R BLEE (DS3) A HELEADLS, HEl g RE54%R
RS ER ek T AR fel, BP. & 32.5% HNO;, 64.5% H;S0., 3% H:0 MR &M
Ak 390 5 Gk 4 W 8 Ee 100 ¢ 25 JRECT, S 3 ¥ iR 7E N2 O /DMF th, 75 H1 B
FELET , AR nat b (6] Ve 0 WE AN RR IS »  J5c S o W 75 D k) T IR AR (206180

e BB RS REEM L BHEWNAL, AFERWMEY AR “HLR”, B
Bl E (WE D, RAARFRBLER, o7 LIFEARE DS #= (WK 7.6).

£7.7 RATR DS AL 4 3 58 EE 05 0 I1ER K RRE

N DS WO i
11.8~12, 2 2. 20~2. 32 A, M. MRS Tk
10. 9~11. 2 1. 94~2. 02 PN B ] o R L R
12.6~13.8 2. 45~2. 87 115 ]
O
T
~ OH : D’NQO
B L *
0, 0O,
OH ° OR °
R=H & NO, Wi+ DS
(LAl DS &% ik
HNO;/H,S04 k2.9 [365]
HNO; (90%)/H;P04/Ps0,p 3.0 [366]
HNO; (90%)/(CH,CO),0 3.0 [367]
HNO,; (>98%)/CH,Cl, 2.9 [368]
N,O4/DMF 0.2~0.6 1369, 370]

B 7.6 %I& [ DS (&4 4 % o8 8 P A 65 1k 57

Fi4& Ho SO, 1 HNO; A MMIEA 4R, WifEKk. RE 5 bl & 4 4 2
MR, MOERALH R BEK R Ho SO Y&, ATLUI PRy DS (MK 7.8).

#£7.8 WAREMNAHEXHHRE DS EOHFW

AL AR L/ Y%

4 3 0 LR

H: 0

HNOs

H: S0,

N/ %

12.0
16. 0
20.0

22.0
20.0
20.0

66. 0
64.0
60. 0

13. 2
12.5
10. 6

— a2 D
L= =
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L HNO; /Hz SOy AR, HTFHEETERRN, 25IATHHEEHBRE, B
BEAS R AR A9 e K DS AT 2.9, FRAREEE A B S BOHLF & X MBE A i
A . AEE pH EABEAKNOPEY, TTiEREN T4 EiBREs.

KH 90% HNO; S58mAMBE AR POs MRS WES, &KF 90% HNO; 52
MEFRRGWT, Bt g R AT RS WMMmEEL M (DS=3), k2 ik
i PR I A2 o S Oz 35 R A WS AR R . Bk HNOs 5 = S0 H be sk S0y 3L @ . A R
DS 2.87~2. 94 MLTHE W MRS . R AR A PEAR 4203980 | DS3 19 £F 4k 2 5% KR s T 1
T, WHTFRHEEEL SECEMNES FRMSTRIN. EXEKEET,
K 16 B R AS 5% i 2 8 &) DP -



d
g B o B 3 2 1 e ke LG i Sl SRk T T
Fiyi i r : : T b ey e e LTI
EL . ) : 1.8 - ‘ i : A B id
i T & 3 -ty e ! :
i T + i 2 g i g : T i *

R 220 B 45 1) 50 M G A Lk 5 R DAHE 4 AT . R R A (L AE A5 K . DS, JE 3
TERR IR AR GE A S0 (LI 8. 1) X ZHHER MY YR AR K, iy
2 T F 40 3tb 7 1

A RHL -
/& A JJ_“\ FLELAL -
};a /{% e;\ e
(a)
wee P R GE
Hiit
B 43

(b)

E8.1 RA=ZITEEEHENSHATERRAR. (0 EEET LA/ FR,
(b)) BRFHELODSHER

EACFREE R, W50 B SR T B & A R T, LA 3o 6 ) 2 57 o R i T
AEAR &%, (EL R SO 7 He A M 2 T S 40 T BE TP 5Bk, TR I A0 X i e 5
WARGERPE” LA Mo . BT BRSSP RE R, M. TTEM%H
il (BERMER, DS, MR IR BRUAAI A, A B X 0w
AT X PP RE AT RO (I3 8. 1 P AT 4 K Z BRER K i RS0

2 BRI 114 235 4 5 AT SO0 X T A T o R Ayl O T P IR R B,
ZOERG WA BUB AW Z RN, ER REA CPREEN T 0. Eilt, BT
DI BRI ZR A k.
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#£8.1 RETABRRAXOIHR CBE0 KB M

R e AP DS? ' S ki
Bk &@W e L & OB Bk 5 80 /%

1 0. 49 0.16 0. 13 0. 20 29
1 0. 66 0.23 0. 20 0,23 89
1 0. 90 0. 31 0. 29 0. 30 93
2 0.73 0.18 0.19 0. 36 30
3 1,. 10 0. 33 0. 25 0. 52 5

O BrAFk: 1. REBMKERMTHER = ZMBRETR BRI, . FHE =2 885 MR,
. F 4% 5 ZMAF £ DMAc/LiCl fift 47 HHl 2 B 1k B Rk
@ |h"C NMR ¥ & .

e 3 FHTHE, RADEIHEE . @R NMR 3%, TRIRGR T FEREM X
AR AT H G B, ACTEHRE A 43 0 E MR Ak BT NE 45 SR . DS R =i BLR A pr B R
- VF 4 R Qo] 23 B B A ZRER - SRR BB B R, A B R Y
RIS EIES W 3 5, % 5 WMMXNE.

MG BACE AL, NMR G R AE 50 7 K b JE47 18 40 45 H 43 br 8 ol 15
BANMBABNT®. EFEHZHFER, IRARFETESH AN AN
o X BT IEAE KUK S 5 15 8 i B A AR R N B L (8 33 O B R
FEXHE S AT 2 LT, TSR ES T ERE, Hit, ik RRhER
FERB TN,

8.1 FEathiz—wHREAE

F NaOH = KOH 7K # #0022 87 4= 9 i) B Sk ok 47 e 1k, 75 500 8 o &,
e, WERESH DSWE FEZ—, X E M EREE, LA, £
B R RRER (C:~Cy) MMM, X T EMHEELEE (COOH) oM i1
A (NH) MZHiRs, SSRREfFEm i,

T8 i 15 R S 7 22 98 9 UK % & {F (0. 5mol/L NaOH, 50°C f #& 48h [3721)
EHEB P HEIT RN, MEREYD, THERSZHEEBNMLEERE, nggE
CRENMRRZB T B X — el R — A R b s N S fEE R e, Y
WP AR ZRRCREE W, et @&, ek ste, Eone
Co~Cy MERRRY ZBEERIT, B ZMBEERKBERPRLKR, BUSHMERE
GRS TR, RIEEAY. AT TSR LIES S8, L
P HE B N —SE BHB A HEATIRE . BREME: SRERGEBEE, 8RR IB
ﬁﬁﬁ[s?ﬂﬂ

KRR EE, WAl o EHSRBM (0 1,2,3,4-TUHBRE) A9 2B
FONEAEBL 3k Z M ES R . AT T R e R 0 ok i (97503760

WHHRAHEESWZR _RRREMEERER (e, Y28, B6
M) B9 ZBERE D779 SR EAEE ., MYERM IR, T R M i
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FRELEL

o i il AR A2 i DT,

E AT AN, BRWANITERTTE SN, DSEITHETE 6. D &,

_ N (BT EOM, (iR 3k ) —100aM, (B IR 5E) 8. 1

DS

1006M, (8 4+ Hr o )M, (5] AFEH)

R % AR E)— RS R (ART AR

[/

R PITPIZITR MG

b——5| AHH iz It R 180
M, CRiRRE) —— B BT BE /R E &
M (Bt e®) — o R R+ &
M, (BIABH) —SIAZEHREE/REE.

8.2 Xi&i&

BRTR 3. 2HMMEZRIFER, 1740~1750cm ! b #9308 R g C —O [BY454F
HAE sl ; AEABERIEE C—0 MR8 (£ 20cm 1) ; #HF 00 B T3¢
IR, =ML MEE, %L T 1760~1790cm (18]

IRAGEEBAIHTERSW A TR, URABREL, MEBEWNS 6
oL, IR BN EMMBRAREFREDMN DSEM—FEH T, sSHERAESZ
Mefis, HBPEGD), EHhomisaftE N Z Mo, Z84e0 FTIR 7 ATR
WL al W, A8 DS, IR 3713 DS 5 NMR 3 i {845 5 B A B I7 4

X p 011,

1.0

0.5 t

EHE %

1730 1770
W&/ em

E8.2 ERRESEREZ
EEC—~ONIRA
(0.15%~3. 0 - WP RE®,
ZKBrithbME. 1—2, 3 C—=0 i,
2—6 fit C==() i [3831)

TE W B HUAR B9 47 48 % 2 #2 % F1 IR & s
(0.15%~3.0% P LS W) B9 IR &,
£ 1752em 1, 1740cm ' 4bFH B4~ g, 4 5
X 2, 3016 7AEE3E (WS 2), dXiE
A~ U W T AR AT 3 A R o B A A e ]

i 8.3 fras, AR W BRI 09 9% 3 A 2 4
Keyem, Hik, XFERITHET FHF IR
.

ot OH {55 X, #J L 345 B 5 59 4
Mgl (LES. 4,

3660cm ' 4k k1A OH e, 3520em ! Fi
3460cm 'Lk K 4 OH #, 3580cm ! K{3 OH
SR R e 382.383) | ok i b T N 22 45 AL 4D J
Ao E R A B, B2 FTIR 1Y
ARH A XS IhEE,

B 1 IR il Hr @i MGEL Aok (NIR) il F 28R, <t
(384] X XPRP EEHEAT T 4. LAE 51 DS BOFRHERE 5 K I N 38, WT 515 2 40 4
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KUY, SS9 K PR EMMERALT KPR P RREE, 47 DS HWE, 4

JJ

I ’ :
' ' ’ C,
=
N
i ’ Cie 2
| )
'.l Ci
» 3450 3650
4000 2000 1500 1000 WA/ om-
B/ om-!
E8.3 AEFRBETE (C~Cpy) HS8.4 AHEFEBENIRE
T REEGEREN FTIR @ (0.15%~3. 0N —HWERBE®H, % KBritichME .

OHE. 1—{8OH; 2—{g OH shE#, 3.4 b OH [

REMH, WRENSHBEARGTEYETERIES A HAOFRE, RS ERENE
RICR R AL TREIEN A TR, H 8BRS a R AEA RS AN
HERRBE ., RANSAIEEMNETHELEZ MM % EPBE P MENE R
W, RS PEHREFE DMAC/LICI B %, 70°C K BE 10h, i & it & bl
B A BLn P 8.5 BroR, fh &l 8.5 W WL, B #E R A9, 1760cm !,
1800em™', 1840cm ' MIBR AT 5 5 B HF W %, 1720ecm ' B E - FRIE 2B W
B4 58 .

ML S LM EEN S EMAEN DS H, REMBEARESYE >
0.99), HEH ST, HATEMAR, HELBER-MEME. LomiE
ZEEE DS {f 9 J7 03851,

TERM UV/Vis il ik drBE AT, @M ST ke m, HE =%
WEMBA R HER A, I 7 B A9 8K R B A R  E, BE R IE il
o RM UV/Vistk, W LRESWE S/ ZWMAERS YN DSHE. G i
T ARG, XM e 60% Z B, A K/BiEE (13/10, B H) &
G, T0°CALF 30min, W HSZE 378nm bW, T 4K 15 3t M o 42 04 B o AB B9
SRS URMUFTEAINARESE TR R, TEeE
TR F RS, UV/ Vs th T FAN L ERMRE, IiEw e
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0,5' —
0.4- i~
i <
= 0.3- ——
0.21
=
0.14 == /

2000 1950 1900 1850 1800 1750 1700 1650 1600
8 / om !

B 8.5 (¥ S5WE _PMEAE DMA/LICI BB P 70°C R 10h B
Fir 2 1% B Bl B i) 19 3 L Ces)

ﬁmfaa?]n

UV/Vis IR —FRATmA AN ERDEE DSEM L. MEB-ERESY
) UV/Vis i, BEDS i, &S 680nm MM (I FRI%, W# 680nm
ALV W28 4L . R] T R 2 BEAL B R B B2 R HERRLRLL

8.3 NMR &

NMR ¥k R i 5 F 0 5 2 B g DS LA 85 W ) ik 2 — . Goodlett % A 1E
1971 4£ 3R H' H NMRE88] | Kamide fil Okajima 7£ 1981 4E % ¥ C NMR$91, 4343
MR ZRBRHEAT T 4551, SXEFFRIPER TR NMR 4047 S5 FFRE T
FEIEMN, AFEFES2BR. MEARAFRRE &G FTHRELBBEORA TR, &
BB XAMBE L. .2 WHHEATHSNESYTENELESETNIA, £
BEAT AP 9 NMR 08 5 Sl b b fr, i E M E ERpeF DS |
MESWERR., BN H NMR HH 2% 8. 2 frs,. DMSO-ds &85 4 B
BE AL ], Bk DMSO-ds M DSTEE R EM RS, i H M4 H
X 4

JCHR [63] £8iR T19C NMR e 4 4 E BELE M4 b iy RE IS 00 . 0 T K38
g (l—=4) EEMGZH, MEBRMTLER, 6 OH [ EE 1k 52 5 8 15 5 2 % BT 1Y
(Fomiks (& 6fH, 62~8) Bah: M, S8k OH Fri% ik BT H 45 698 15 e
BT 6] B 7 B Bl 01 ~4, 2B H AR R T 09105 54 244k 2 07 B Bk F M E g At
R T 454, W 8.6 LT HE K BB KBS ML 4 E 2 Z IS A NMR ¥ 8 7 % .
5C 2B NMR % B 75 R il — 48 NMR # AR,
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£82 ABPCNMRAM HNMREWMEZRENTE R NMR BH

¥ | HEBEED K H {E BCHBEENE) /T
AR P -ds 2. 04(5) .4 29. B(7) 57
: 260. 0(1)
AL & o 1. 93(5) 2.1 1. 3(7) 82
118, 2¢1)
CDCl, 7. 24(1) 1.5 77.0€3) 62
D:.0 4. 65(1) 101. 4
DMF-d; 2, 74¢5) 3.4 30. 1(7) 153
2. 91(5) 35. 2(7)
8.01C1) 162. 7(3)
DMSO-d; 2. 49(5) 3.4 39, 5(7) 189
CD:Cls 5. 32(3) 1. 4 53. 8(5) 40
Py-ds 7.19(1) 1.9 123. 5(5) 116
7.55¢1) 135. 5(3)
8. 71(1) 149. 9(3)
THF-dy 1. 73(1) 2.4 25. 3(1) 66
3. 58(1) 67. 4(5)
Toluene-dy 2.08(5) — 20,407 111
6. 98(m) 125.2(3)
7.00(1) 128. 0(3)
7.09(m) 128. 8¢3)
137. 5¢1)
TFA-d, 11.5¢1) - 116, 6(4) 72
164, 2(4)

WS NMR S 2REAEE (RES.6), HARBRAFX2SH
R, BB EEEIEEES: B, BBTRBEETHESSIUNEEES
SREE, AT DL T LA SR R 0 e R

MR ZBASAMNT, LT NMR BB Z A RS WSt ®, &%
BOARPIHUN B Kb B WAL, ¥ 8.3 WA %K =ZFBEEAC NMR 4 {k 2
(L.

LRESHBEREL SRMELSY (MBS % 5. &2 Be %
B, BT R TEMALGER) MiLFO R B 093930, K, W4z
it AL 2 3R 22 L2 e A9 C NMR i B 17 T8I, £ 8.4 W EAYHE
REFRIGTTHNEF =L LB E S 221" C NMR $iE,

i ERrik, MAERZMRENC NMR #E, RETLSEREWEE, &0
UWMER T M EREGYOE DSHEZBRAETER LT 2, 3, 6 UMD H1E
BLLa395] DS 1.7, DS 2.4 FI DS 2.9 M£F 4 Z BB Y C-1~C-6 B4 R NOE
{6, FHIh NMR P8 2, 3 f16 (BB BACEE S RIEH; P RH T 659.0
(C-6 RBUL) . 662.0 (C-6 AL, 879.6 (C-4, C-3 LEL). 875.4 (5HEUL C-3

MR C-4), 6101.9 (5REL C2 HER C-1.) R 898. 9 (SEAL C-2 HEH C-
1) A3 C NMR 5.
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e

SRELEMN

|
-

CH . % i il it
g 041\{;...] 105 400 95 90 85 30/7 70 ﬁs\so 55
(a) / /
OH C-
C-1 C-4 p— C-6
0
5 C-2
OH
. 1054100 95 90 85 Bﬁ/f\ 70 65 55
\ f’}J i
0OSO;Na
0
NaO, O-..
0SO;Na
" 105 100 95 90 85 80 75 70 65 60 55
8.6 HHE (b)), HBLIEE (0 NLZBLTEE
(a) YPC NMR BB ELSI RN SENE
F83 FHES ZEHENC NMR L3/ 50
,_DYCH:s . ey
: > DMSO-d - CDCl
e gl 4 % : 4 M SR et 1
O <0\ 0 o R
oé\cn,;_
C-1 099, 8 l'D{J..d
C-2 72, 2 TY:7
C-3 72.8 2.5
C-4 76. 4 76. 0@
C-5 T2. 5 2.7
C-6 62. 8 61. 9

@ CDCls 7 877. 0 Hi#; DMSO-ds 7€ 635. 9 Hikg .

@ WA SHENLREER.
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F84 BEEZL7BENEEEZSHE
A FE - - kR k2 fi i

fir | pi e " i & — i ¥ -

HHE=W | C=0 EHE=8 | C=—0 ; FIE = C—0
Al 95, 62 — I Bl 95. 99 — cCl 95. 60 -
Az 70. b8 170, T2 B2 71. 32 170. 45 cz2 T0. 10 170. 52
A3 71. 89 169. 64 B3 T2, 30 169, 42 C3 69. 79 169. 85
Ad TE2.7T6 — B4 73. B8 - C4 68. 39 169. 02
AL 69, 00 B5 69,77 — C5 68, 03 -
Ab 62, 84 170. 32 B& 63. 10 170, 34 6 6d. BD —
M. &0 W 2 4 002

5$ﬁﬁWDSﬁ@ﬁﬁﬁgﬁ¥mﬁﬁ%ﬁﬂﬁﬁsEX%ﬁﬂﬁﬁﬁﬂﬁ
RO RESHER, EERHEET 070~85 WIEFEREER, HEwB T =Y

FTARBAHKW C-2~C-5, Bik{bsy C-2 f1 C-3.

PL B 3 (kAL SIE M C-4 {b2¥ 11

B hh, EVCNMR EBAHd, BKOKPELZMHLSSBMEGES T, i
B, FBRIETH B BINEN TS,

JUATFFE %3 Z B2 C —O £5-5 i 158 245 1 BF 95107

LEtEFEM C=0

MESHERMNDSENE, XEERIMT DS<3 WAREZREEN S HARTE R
ORI RO R SRR S . N Z BE R0 B BB T AR D R R LA 4
B, HEEANTFHERE ZBREER C—0 137,
C-H COSY i#, & C—0 F2#i715iA (R

F8.5 AHEMENEEXMNC NMR E2 3R (#7)

# 8. 5039%81)

BT o 20 7 47 kR = 2 BRE 1Y

& BROOGCR | o ot A A I & | BROOGLE | 0 0 ol v A

170. 04 6 6 L fC 169. 41 3| 3.6—Wf

170. 00 fi 2,6-"HUAE, 169. 35 3 3.6-—HfR

169. 94 6 2,3,6-=HU{R 169. 22 3 2,3l

169, 89 6 3.6- ZHUft 169. 11 3(2) 2,3, 6- =Wz 6- B
169. 83 6 3,6-ZHLfL 168. 93 2 2-BE 8- 2,6-— Huft

169. 60 3 C3-LELfL 168..79 2 2,3,6-=HA,- 2,3- "4
169. 46 3 3,6- TG 168. 71 2 2,3- Bt

Buchanan SF AR T — M@ R Z BB (1-5C] WM, Zhe
BHTHAR T ER&H . BA%E DSHMT R EZ il ), AR NMR £
A, G5 INAPT, AJZp8E3k 16 ARG, FRBHB 5% 8.5 AFAR, HEH
AR ARERA AW ELHEITH C2 M C-3 BILmE,

REEERSITER S, 'HNMR B4 EHRE., FRAMNES, EXFRk
YERY ZHENE . ' H NMR 3R —E R, P B3 0 T 7e R BUR . St .
M = IAC PRI REYE, BIRREATRE AR A AR MR AERE ST F, Fia
HE R (LES D,

E%,LmﬁﬁuwwNMRﬁEﬁLwWNMEﬁHMAﬁmﬁﬁﬁaﬁﬁﬁ
TTWFTE ., X X PN S L% UREED MR LA NMR 2 E, e
VOB ZmfelE, RFENMAFES TR, 2.3,6-= Z B 8% Wik 5t 5 R [
LA SR TTAE . P BIFR 2,3- ZZ BEA A MR I, —Fh 2,6-— Z B MS
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HZBEBICRN
OR e DMSO-d,
i 0] CH,
- RO ke (£hg)
OR
R=CH;(C=0) st H
BT DS
B R I

5160 Ko “ 39 | 007 40
BHS87 SHEEEN'HNMR EHE (DS 2 37
TR —Fh 6- 9 2, ok 11 70 5 d s A Ce00d |

SEH BRI WAR, ELRAMEAYRA TR H NMR &, 0@
8.8 M 8.6 PLUER =ZMAN' H NMR ¥4,

OYCH.! ZMit-CH,
0
6
4 (s o 623
L

E8.8 HEX=7HEHN'H NMR EE]
8.6 ﬁﬁﬁ_ZEQWHNMﬂwiﬁﬁ

ﬂ FRE=ZMMN o ﬂ 0 T ST T
g% | DMSDds | DMSO-d; | <CDCl ﬁ% - DMSO-ds ﬂﬁﬁ&&. mmws
(25C) (80°C) {25°C) (25C) | (80T} {35"'(:}."-:
H-1 4. 65 4. 65 4, 42 H-5 3. 81 B £F 3. 47
H-2 4. 52 4. 55 4. 79 H-5' 4, 22 4. 26 —
H-3 b. 06 5. 04 5.07 H-6 3. 98 4, 04 4. 06
H-4 3. 65 3.68 3. 66 |

@ H6' {55 KB FWMFHE C5 SEMHSIRMS H) .
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HoAth 52 £ MW ZRERE A 2 M F S5 rdi A Al ., # 8.7 LWt
B2 Z 8RR H NMR 34 .

#£8.7 2HABEEZEHEN H NMR {3l

EFE=M | CH, EFE=% | CH, vt MESEC M L. CHy
Al 5.26 | - - Bl 5. 10 - Cl 5. 31
AZ 4. 71 2,02 B2 4, 70 2.07 c2 4, 76 2.01
A3 5. 38 1. 99 B3 5.49 1. 96 C3 5. 32 1. 96
Ad 3. 88 — B4 3.90 — C4 2. 13 2.05
A5 3.97 == BSs 3.92 Ch 3. 94 -
A 4.17,4.43 2.13 B& 4.28,4.41 2.14 Ca 3.57.3.22

8.4 R&MH

WZ AR ER, M Ax ZMas# T2 Ek. £9C NMR 4
Brf e, JESEBESI AR RER, IS MERE, AT AR RS, 584 ot B 2K
RA RS HRNE R H NMR #6900 ZATHR . A 6050 B i 47 2 0 i 45 # nd
50 e R K AR E B BR AT A bR ik, LIRIEK RS, WTERIMRE R T 2 ma
MERHERFITIRAY: R A 605 RN X R 4.

8.4.1 NMR ESHELBEMNITED

X3 A P i B R W R BT R, DAPIEERLAY C —O BB
TR EURREN, BT NMR R, 5T L2035 40 st 22 B S A0 BUR 7 R0 |, S
DMAP N HEfLiml . LA RRET X 2 Wi 1T @ W ML dctE, 'H NMR 0 IR 1% 8%,
OH E#E it GEE R EREE L), ZH =BAB RN RVER,
B B R 26 T @I BEALF= S 00 o B S S B AE s, A R b G S A e R
-4

K 8.9 WM AR ZMEE (DS 1.43) C=0 *C NMR i, ZEEE
SRR, CEEEMABENHA =FEERSIF, SR EE BTN 2. 3. 6
O B LT . i

KHVUCNMR ERAFHriE, ATBLFEBEAER 2. 3. 6 M54 DSE, HE
8.10 JAN[E DS (DS 1. 0~2. 4) £ 4 K Z B S 19 2 73 BEAL 7= 9 49 13 C NMR ¥,
PCNMR E#E (T LEER) E—fH R EENER, ¥ THARES
R BERAIEE, WA 20000 KA.

FIHYC NMR %, PI'H NMR 30 Z0fs s, EEFEHR (28 16~64
WHEH) . WAEM, &i#'HNMR O HRC REHTRERYESESH, 0
£, "H NMR 76 2 88 S R 77 2000 5 4007 b B FR SR AR 35 . 8 K 8 4 15 0
T #E'H NMR 0UHT, %3 286K KA OH #1752 4 dciE, H b4
Al E R KRR AL, W 8. 11 PR BT B R Z MR H NMR i, %
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R: COCH,
R:  COCH,CH, COCH,
C (a) 4 6 5
5 » 0
) .
392 RO 0-..
- - 3 20R1

L] L] I I 1 I 1 I

5 175 174 173 172 171 170 169 168
(b}

B 8.9 HHFZMEME (DS1.43, ()] RHLA®BHL~P (D) HEHEC NMR #E

R: COCH,CH, COCH,

F e LTI
8 174 172 170 168

B8.10 #HRBMUAAFERZME (DS0.98, DS1.43, DS1.90, DS2.42 & (&) B (b)]
- 8 C NMR i@

Py 1, PAZWi-ds-$3K Z Bt BF-ds % % 8 6 3 77 9040 2 WE 4L, S #E45'H NMR 4
7, REFHE NMR HERZ—, HEAL R FIR 088 TR B R ST TF IR
R WAL IR N Y 5 5, R ZB-ds- BB Z B S0, FRiS DS (95 7 7 W
BWE, BRI, KR —FWEFRR R 2. 3. 6 ¥4 DSEAH T

B, WRAEER TR TS ZMEPRBEFHRESRS L, MTHEE DSH,
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ZWii -CH,
6 2
3
1 | | | | |
220 200 1.80 220 200 18035
(a) (b)

B8 11 FHEEZHREN HNMRIEE: () RRZBLIN,; (b MR ZBLBO

o, 7 DMF f1, =i, P N,O-(=HEaki) Z BEMA 1- 5 sk w3 B A
WILE DSEHMAEZ LMEBEHIT =P Rk, ™ ZR B iE 58 201 %,
m#E 8.8 Fim, B O-ZBRMO =P RERLXLIREF D HFB DS, STHEH/ K
Rty DSEHLU R E2HFS DSET WA HE, XF 75 LENE &L
i DS {#. '

F8.8 MERAERNEFNMRZERSDSES RRMHDSHE (X)) saxttt

#ﬁm Vg - = T : s ! T AT T
il F® E] T
A 0. 80 0. &1 0. 76
B 2. 10 1. 97 2. 05
C 2. 50 2.28 2. 50
D 3. 00 2. 77 3. 00
E 2.45 1. 86 2 43

D & A~D 2% Eastman =&, E % Aldrich =& .
Hikl, e O =HRERAEEZHE HNMR BTN FREAN O ZMEGS B HERE; K2, ho
ZH AR O-Z BefE 5 B W ar | Lol

Wt AR, AT AT E A R SR RE A 45 H ol PN M B 1S S AT LA IR i 5
B DS FEssr DS, MMk FER —ZBMMELRBR, A BEE TR, S&A
MRAT [5mL BEAF/(0.3¢ B SHlLLF MK — 2 M4 Py (5mL) #, 70°C K i
16h, AIERIELM AL, FTIR % (OH) FE%2W%, iF V5% Bk
2. mYIRAFE TR MM F CDCL, #£ 'H NMR %8 (LE 8. 12) ¢, &
BEIEAS 507 F 61. 03~1.07 (2 S 3 ffl CHs) ., 61.21 (6 fif CHs) F82. 21~2. 37
(CHz); ZBt# CHs B9 =470 BIWe {2 F 61.92 (3 fir), 81.97 (2 fii) 1 62.08 (6
i), AGU Kyl T F 63. 51~5. 05, EiR%EF 5 i i 2 i HMBC 45K #1% # 2D-
NMR AR P13 6 F VE B B 47 45 KRR ) NMR £ b7 4% 1 — 3009,
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SRELEN

X AGU {5 ST M6, 8458 F OB — ¥ (8500, H-3; 84.73, H-
Z; 04.33, H-1, 63 83.99, H-6"; 3.64, H-4; 63.48, H-5), %W Z B & A
MM FEBRASIE AGURTFE SR, K8 12 1 H, ' H-COSY NMR i
—XHINT ERAJE. Eitk, 3 AGU 57 e #0 75 BE 5 P 23009 IR F e 584, MR
WHE (8.2) My (8.3), WENHHEZMAESHEES DS i DS,

(a)

H-1
H-3 4o \

*

mi

H-6
/e B4 HS

35

40

45

& 5o

5.0 4.5

4.0
(b)

35

B8.12 *AMUBAMBITLE "2 EFSTEEZRABENH NMR 25 (2
FR'H, 'H-COSY NMR %@ (b) [(b) #3537 AGU ARFHEE (CDCL.32 X8#)]

I
DSgx =3— - H.AmE

N DSmear — b3 B
I— g i 4
n——2,3 8 6 {i ,

EEU’“*]ZG“Cquﬁ]ﬁlﬁ?ﬁﬁﬁﬁﬁiaﬁﬁm%fﬁﬁftﬁﬁs FF 1% DS FHEUE

R H AV BEL, SRMES R, BWZEFEESER, e S2=

1: 82 X104, ﬁﬁ%ﬂﬁ?&ﬁﬁﬁi&%%ﬂﬁ%%&ﬁﬂ?%ﬁhit, KMAHZ 8

FESAERKIRE, FI, TR 60°C X HE R #THS T8,

3Iu, acu

DS (n) =1— AH.Fima (n)

31u, acu

(8. 2)

(8. 3)

%89 BEAEMAFHE_ 28 H NMR #it 86 DS &

DS_gan DS_xun |]  DS_gmn Do S
2. 35 2.37 2. 32 2. 38
2.35 2.37 2.32 2. 38

th: FRE_ZRBARAMIEMX (KA 2%, R H NMR Wi 4 .
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MAAARBATAMWAGRERZBEHITERBAL I, FE~PE DS K
2.97~3.01, S FZarmikmbrdiR E0EA (#8100, MR, @il
Moo Bk e 5 B, QARG ZBEALAE 61. 92 (3 {fif). 81.97 (2 {ir) Ml 62.08 (6 i)
b i) CHs {65, nI838E4 DSzmux .

#8.10 EEFEMMAIATNTEE 2 ENDSE

: DS -
re AGU ::: W B Hﬁ?-:u b, b6 e
Al 1 1.0 1. 2 0. 35 0.13 0. 48 2. 49 2. 97
Az 1 2.0 2. 4 0. 82 0. 51 1. 33 1. 66 2. 99
A3 1 3.0 3.6 0. 91 . 65 l=.56 1. 41 2.97
Ad 1 4.5 4.5 1.0 1. 24 2. 24 0.77 3. 01
AS | 5.0 b. O 1.0 1. 62 2.62 0. 37 2. 99

. i EPIRE ™R H NMR 57§02,

ERBALSES BT FEZRAGTED S A UM ETEY NS hIEE SR,
L BTG AE 05. 1 A EKIRAY'H NMR {55, AI@HEEHEE . &R
HE, XHFE67.56. 67.20 F 06. 50 AL (5 S A9 TERY . A7 WE B R4 4 2 00 B RR S
 #E07.82, 87.50. 86.87, 86.57 F 86. 23 AL A {5 S 3-(2-nkmEAE) -FiH ML L &
SFHERNRERIREL, WALEE SRR, 1T T/ prlies100.05  m g 13 Jo iR
BEAL T 4E R S RIGERRBR A9 H, ' H-COSY NMR i, MERAEESHHRE, B
WA (8.2) AR (8.3), Al DS (.

JJ\MU"\ML

&jﬁﬁ g*' *
o;}m t

2.0

0

CHyCHs J\

07 T CH,CHs

& 2.0 1.5 .. 1.0
E8.13 *WHMLTHEESHHEBMEN'H, ' HCOSY NMR % E
(Bl TRRERFES, CDCL, 9#32:x)
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W FRA BN ((F5% 60.8~3.2 K[E) ALl MASH MRES, m
FARRFRER FIgLAES, SABAAEWR'H NMR &L, Hit,
i R A Z Bk AL B BE B 4 4-F 5 R W mE AL R R . DL 4-F 2k OK P E W 7E Py
oh X 22 0 AR 2E AT WS kR B BE AL B, ' H NMR i {UFE 87.5~9. 0 ik
fAfEs.

DYCH_:,

- D =
z - Z ks -CH,
i |
07 >cH, b
H-2 H-5
H-6
N0 cpat, H-3 iy

H- %% g

9 : 7 6 5 4 3 % % 4

B8 14 £ 4 WEFPHMAFEEZMEN H NMR 2 E
(CDCly, 9H 32 3k)

4-THEER A STYR 2 MESE DMF #, 60°C FZhi 24h, ]S4 dtE B
HEE, B PETCDClL., B8 14 A4 ERBATEELMAEMN
'H NMR i, ZBt3-CH; 7F 61.88 (3 {if), 62.02 (2 {i) F162.14 (6 fir) H=4
GrE e, AGU JRFig4rF 63.46~5.09, SL&WBL™W &, BT ES44H%
M, CEEEM 4-HEEPBREANGTFEASSIR AGU BRFESHH. i AGU i
THZWEAE P R e B, AT DSzma s 1 4-F A3 B 5L () 55 7 J9 e A1
gy WA R KEEEMN DS, MAE RN DSpx =3 —DSpnxemx. H LR
HEMBTGREE 2N FY DSHER 2.37, SHLFEBSEFH NMR i
%1 DS {H—3(.

T fer 0 5 AR BE 7E @& 40 F8E L A A0 . DA BB IR MO | AR R B i 2 3
BOZHRBEMEST TN, B—1EAAESHARMUA ML, — 0] 680 Wi
BREZC PRICZBEE, F#fT NMR 4487059, NOSEY NMR f13C NMR 4+ #
BN, FHYEREN 5/4 BHELSH . A, XFE5H T IESE . TR BV A H
KAm BDOSATT Xt WA AT HE R BE AT NMR 20 #7, a4 3849 EAMAR RU M
HAREHI], RAXFIAR, T T DS 0. 64 M4 E Z BB 4 75 I 0w 2 %
PEA A i, B 8. 15 Fraslees]
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H8.15 FTERAREEBREKENATHEZHE (DSO.64,

AACCAAACOAAACOAAACOAAAADOAAAAACOAAAAAODAAQOD
AAAADOAAAOOAAACOAACOAAAACOAAAOCOAAAOCOAAAAAOD
AAAAAOOAAA

AAACOAAOCOAAADOAAAACOAAAOOAAAAAADDAAAAOOAADD
AADOAAAAADOOAACOAAAACOAAACOAAACOAAADOAAAOOAA
ADOAACOAAA

AAAACOAACOAAACOAAADOAAAAAADOAAAOCOAAAAOOAAAA
COAAAAACOAAOO* K kkkkkkkkkkkkkkkkkkOOAAAAOOAAD
CAMADOAAA

AAACOAAACOAAACOAAAADDAACOAAACOAAADOAAAAAAOD
LLLAALDD‘!DOL‘lDDllDD“L‘AGOL‘OD!ADOLLDO&AL
COAAQOAAAD

R (BH T3 EHTFH. O RBARMM, ANRRBI, * &8 BARRED

8.4.2 BifHEAK

DP 96) BAaF# L%

XK EATE Z BB TG SR MR . PTG 4047, & NMR 3% f9—

j’\ X

0
OC,H;
AL * BE-mTR *
—... .
HO™ 0,
Sl CH‘*D D O, CH;0” 0.
OC,Hs
2
R ﬁ
i . T
2. SRR
OH ? OC,Hs
CH
CH1Df*D
L OH 8 CH';D
OC;Hs
HPLC GLC/MS

o 0
1S SR O
e b 0~ “R! . iEERE >—U
* AL bt ", 2 zakieeett  CH3 ___*
- —_— CH;O
gﬂ U". CH3OF D

0 D

Rz
H8.16 EERUAMBUUEE L NEMENRE

FEEHNAT L, dd bR, B8 5R0A MBI TR, 4 ROR I
Pl 8. 16 fffiR.
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BEMEEER GLC, WiH GLCH S5 MSBLA, HEAE T @4
bR HERE dh .t AT LA BT 4 IA % i, Mischnick 58 AT 3 8 7 ik i 17 0 5 R
HPLCH ¥ H T Z W nth, HPLC i AR E MM ED THE K, H ik,
HPLCW Ry s et R E R &, H2, % GLC 5 HPLC, GLC #4> ¥
BEE.

HLRT ) SR M AT JE 2 mEAEC0) S Mk (4912 | Biorndal 4 A0S %
MTESRBERH I EZ—: 7€ DMF 1, L TosOH RAE4LH, FIH 3L 2 1 B ik ak
SRR CMBE, % Hakomori UM 77 ik, 78 B 3L R BJE - LU M6 i 4
AR T KR RBE. AR M S R MR M Lz —
B, BEEESWS  C NMRM'H NMR 3945 2 —8 (g 8. 17 (3951

811 BRUBHTUEBEHT (WEX).C NMR % .'H NMR %50 GC & 547
HFHEFHIBE (CMA) RFHE 28 (CDA) FFiS6Yas R 4 7 18 n o)

——

" S i L S AR . mDS
| o8 L 4 54 v s b L S L B R R L e e {
i i = o = 1. 75

BC COMT 0. 60 ' 0. 55 0. 58 1.73

CMA 13C NME® 0. 59 0. 56 0.59 1. 74
'H NMR 0. 59 0. 56 0. 59 1. 74

GCo 0. 60 0. 60 0.59 1. 79

M - — — 2.41

BCCOM 0. 84 0. 83 0.72 2. 39

CDA *C NME 0. 84 ! 0. 84 0.73 2. 41
'H NMR 0. 86 0. 82 0.73 2.1

GC 0. 83 0.83 0. 71 2.37

@O NOE i FEEa8t.
@ XENOEFmFEBEgH,
G PRI RMPBERE. T GC 9.

FEPERMET, LA S 00 6P RE/2, 6 BT 00K o 76 = 0 2L 5% MR g
alild], SR = R E R T AR R 7E P kb, M AR R, PN, &Yl
RIS, e R R R R S B F DS>2 94
1, 2% DS EARRE, 75 B4 RS
B BN FIGERE i, B eIk =2 % A R At
. HE2E 46 A R 2 e 0402] | GLC 4r 47 il ,
AT 4 R SRR\ B AR BUE RU iy EE
JRH (LB 8. 17 R 8. 12).

SHFERZBEAR, FRFBER

—  HEIE IR SRR AR DS {8, Mgz

® 0. 55 60 WTR. HMRAR, %LU Lewis B
1= Z BTk o 0t HY RE AL RE S AT 8 T b 7,

B8.17 HDS2.50 49X ZHBHEH Hik &8 F. % (CyHs )3 SiH [ 35mol/
KRB ZREH GLC A (molAGU)]. CH,SOsSi ( CH; )3 [ 70mol/
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(molAGU) ] #1 BF; O(C, Hs)2[17mol/ (molAGU) | #H#EF, IR T i 5247 i 3
LIRGEE 7 K, HFArA RERER A2 300 R O G 3E /it , LU 2 BRAT /1 B 25 i nae of 24 92 4
1T S mEfe e G . F L GLC/CI-MS #l EI-MS 44774, Restek RTX-200 #} 4
B, 1927 oarEgee, HIRINEE 8. 13 Fis.

F8.12 HHEFZE (DS2.50) H/\FFENA RU G5 KR E 7 5 sl

RL L RE Jeguiide
CHa CH; CH,
CH; C:H; CH;
CH, CH, & Hi
C:H; CH, CH,
CHjy C:H; C:H;
& Hi C; H; CH;

Ce Hs CH; C2Hs
CaHs C;H; C:H;

8.3 AYLFIMAREELFRL. FRARAN BN ARE ZEN
[ EEENI0E (5 RS e Eh0 )0

0O lfﬁ B IR
R? | R® | R® Re | go PR
CH3 A f (!3'" R3 4 /gl
- |mal) ol )
CH; |CH, | CH, | 248 Cs H:|C: Hs| CH, | 290
CH; |C:H;|(CH; | 262 Cs H; | CH;3 [C:Hs| 200
CH, CH3 C:Hs| 262 Cz H5 CH; |::3H} 290
C:H;s| CHs |CHy | 262 C: Hs[CsHq1C: Hs 304
CHi |C2 H:[Cs Hs | 276 Cz Hs|C2 Hs|Cy H; | 304
':'; H5 Csz CI‘I; 2?5 C-j H'J' sz Cz H5 3(]4
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10.1 EZEIEMHE

20 BT A B © A BRBE 0 €2 3 20 5 T S R O TG RS B RO N, Sk (447,
9] MAKREMBERIE, RBEEMERPTHMARGTT 2ESER, EHEX
BEAT 2 I FR R 8 SRS R R HL A i 2y ORI, R R 7E FHEA R,
TG T SN EMAFERCT FHERNOMEER . S0 5% 2k
AR FTRE LA HH ] S 45, st 0 = Z M M & A S 5 6/1-882 0% Xt
PR RU, Z45H S SERZ M H 280 (R 1) MR, 5H 4 F 1 H
AR, EFETES, ZRESHAERAGFEALRERSY, HE, g%E=28
RRAERESOR LIS A0, S[R3 700 4 B8 749 7= 4 HLA S R G5 W R 1 58 g 00 0 e ot
FHE BB S F, R TLE, SRS SR TS Ea RS e
ﬁf‘;m{_-ﬁﬁ]ﬂ

10.1.1 Bi#EZEHE

£T HEFR A WU R A U P R 5 ok A i AR R R . T3 A R B
FACSS) s BRUEZ Sh, oM =ML B A R E A (& 10.3),

#10.3 A EETHAONRTRER

R %A - 243k
LA WL S 3 i e R T 2 [454]
< B R A K 4F R(O+)-F1 SC— ) 3E-3- P9 % ok [455]
- BRI P BN UL 551 R I B - e e [456]

] e U R
L0~ — B M/ 4 Y AR
10-+ — 4§ AR i /4 P 3L 9 A0 i
P TV R P R A 5 B T I i [459]

ABER . LASE B AY 5 4k % B 1F B M, FE R BE 7 B AR AL 1
At SL, N 6-O-Z BE3t-2,3-— 0%@&%%#%&&-0&&&&&$$ﬁ
T4 R0 F MR B8k ) 17 A 25 Jleeo] |

10.1.2 BiEHE

RERAOZHMORETIERE, CELTHRALRN S ELRSA N
FIVTY S BR TR AR . L H 8 B B e M R TR ) R A R TR
M Y i T R T B R . YR A T RIS R (k1 DME) BB I &
BRI, 7T ) A e e

o A PE MR BB AR B AT« Ay FELBAEAR . 3 o o M I AR A 5 4 T
Bk, W (CCRPISE W) ML R AL R A, TR R R R
YL, XERGMELSWA N THERA R ERB AR, BT Y
s TEERELSS U AR G RPN . 4 S 4 4 B S R AL M T T A A

i e R N T e A P [457]
[458]
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90 M B IR AL AL E 36T R A SEE I TR T AT REAR A Ak (e69-466]

EFR R F ASAEE T, WM R BE YR, A et
MWL B S —NHy B2 LR, BT 18 #08 o] AR 25 5 1l HIV #% & fH %
VBN, R SO AR B, AR iR S HIV S8 a9 A R Mk, T
PAEBR 99. 2% HIV #aleeT]

HEFYER S M S - L R R E-DAER, WETHTHE
For R, REE AT RS & DR AR ER S b LSRR, K2R
JRUSSA0] LS A 3R 2 MR AL SR B AIR B 9 0 26 0%, Sl At AR B k. A A
BoorF U, WA T 0T EGEAR, A P B R BIAR 4 T4 T ENGE R, 1L
ZEGE A AR R &R NS 8 B) a8 % FHE B, 45 SAEST, i I o
FFEERBEE (WA 10,2 D7),

O Blk = MIP

a &l

=10 36

E 3 54

. 6] 1

& ,) =

& % 2

[=a) m

+i | : B

= -

L i 0

100/0  95/5 85/15 10000 95/5 85/15
CA/SPS ik CA/SPS ik
ia) (b}

B 10.2 SFELMTHEEZRBECA-BEBER (SPS)
B FHER (MIP) fi2Gf (Blk) fiEEERE R
[(a) B8 10mL10 ° mol/L KB HEEZHEHE B (RhB). (h) E# RhB S
A 10mL P8, KF0 Zmol/L NaCl % (BE 3.5 em?, HEY 150gm [471]]

(a) (b}

BE10.3 S0 ESEMBRIFHNFE (2 FxrEE (b
(FREZE RUBR=95 ' 5) WHEEHHFEERE SN
SR FEL 198 77 8. B0 A 5V R A X 2 T 55 % 9 S AL 2 1
W FLESHIFEAE T B 25 5, SXFD 2 572 S EN A R B BRI E (LI 10, 3 Lol
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10.2 &£WiEtE

RREBMAARBENEDTEE, EFZEVRED. KRASHHREREA
&, A5 A 20 B K B A S DU B i BOBE I TE T R R G PR AR BT AR S
(OB R 2t o (ELRS 3R 09 fho AR 3 — o R S 0 A 83 o S BT 2 B O
B, HIE, FERAZMAREREZ TE R, £ 10.4 HE R EY
B3 T 2 RS

E10.4 AEDFELEDTENESBE

- AR M i v " & 2% ik
L dES $i 86F i 4 105 b 5% 48 [472]
i M #58 [473]
530 W 4 [474]
¥ A T S 75 9 : [475]
o it € oy 1 [476]
1R ] i, HE [477]
97 5F J8 g8 : [478]
L 3L ik 4 2l [479]
A e B 1 Bt & i [480]
L AL i G g [479]
A 5 i € 1 1 [480]
370 I 98 1 1 3000 B % [473]
I EA B i 070 L e 4 R [481]
B % 170 T 440 Bt 2o [482]
ac % B [483]
i Wl BE A f BE BN 1T 8% | WM miE AL tE 183 RS K PE B o7 A | [484]
i AR % 82%
CPB0E RHR P BEH RE | d LAE A e b e e T B AR HLAT S — a4 2 el g, | [485)
A e B A T {6 % HF 5 g
A B L8 i 15 | [350]
fiBEwE o 1% i G [347]
TR i E [486]
i 4 [487]
O PHAEAE.

ﬁ%ﬁﬂ’H%ﬁﬁﬁﬁﬁﬁﬁ&*E%ﬁﬁm&%&ﬁﬁ%mﬁﬁMﬁmﬁ
ﬁW“aﬁﬁﬂ%ﬁ%ﬁﬁﬁﬁﬁmiﬁ%#ﬁ%ﬁﬁmﬁﬁiﬁﬁﬁﬁﬁmﬂﬁ
ﬁ&%%~%ﬁ%ﬁ%%ﬁ&:Mﬁ.ﬁﬁﬁﬁmﬁﬁﬂﬁﬂﬁﬁﬂﬁﬂﬁﬁ?ﬂ
AR g Lies] | ' |

iﬁﬁﬁﬁ%ﬁﬁuiwﬁﬁﬂﬁﬁﬁﬁﬁﬁﬁﬁﬁ-ﬁHﬁﬁA&E@TFHEHREMEMﬁﬁ
(Hﬂﬂﬂ}ﬂﬁﬁﬁﬁ;mﬁ,*ﬁﬂ%ﬁﬁﬁﬁﬁaﬁﬁW%ﬁﬁﬁHﬂﬂﬂﬂ
ﬁﬁﬁﬁﬁ,ﬁ%ﬁﬁﬁﬁﬂ%%%ﬁﬂﬂﬁHﬂrwm%iﬂﬁﬁﬁMﬂn—ﬁ
W& BA HIV SR AW Bk . 5 HIV 527, ST E RE, it g
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SRR iR, EREWHEEFEZREERY, EFESETAN, — i
LB MM SN T2 RESGERNBR, 5—nZHiEASsSmbBEHi
HIV #3EHEL) s O T 308 25 4 00 G il e i, 5 7E 5 2 K 8 A 2 0 15 22 ] 4 A —
MREBKERE (WE 10.4), XFSEHSHMES YR HIV 4%, BEH
B I 35 pE D0

100 @
' O nEnsns

FERERBE /%
8

2 4 6 8 10 12
A o Rl I B

B 10.4 FRZHGERYEEERNEDRSHFEIETIBREFESETHNER
(37°C ., 24hiedy

10.3 #Hék##

KA G R HATRAES, REERTIROEERESZ —, HhE
B ESWMR (WE10.1) WEBILE, BHARAKBRKR . ki
BRI R MK AR ERM KB & (ZRRREWOTRRLE) . HFZ
B B FL A A Wy T A A A T R . AT 2 S A R G TR T R R R ) A
HH.

10.3.1 ZEEAEKZEY

BB AR 25 0 T2 5 e 0 W ) B A4 0 T S A A E A BT
BUAR P E STV s R A PV M M) o SRR Al S I T 3 3 T K e AR S
B, ZREEGE B AEMEAMRIE. BT S 4MARGY%EE. BiLER
A 7K T YR A 25 Wy 2 R o A
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& B RR S A R I R, TR E A R R B R A AR AL L], X
SURT AR ZS W) A VOGN MO E A S A R 4 (HB80) MRS RE R, ZER
e EA S REER. NRIFAMLmENREB.

Xt 0 W AE 25 4 €6 H WR A A e R R AR BT T R B, R UL H sk e b
Ri, iR N 2.5% (RBESE, T, G HMAERKEEY loh #78K. £H
sl B 25 AR AR, MR KRR, AHBREESEN 0.8% ~40%; 37C,
pH 7.4, BR&H 0.8% 0, AIARZMAE T N 39min; B & B 40X 6, FEW
2o 290mint %) #E pH 7.4~9.2, 37°C, K ff 47 i€ B 15 B A mE 0 T AR R,
HPLC & B . 5 6 mk v A BE B 18 T — 0 i 0 il o B L 65 H AR E A . i B 4
90 s A BB AT 48 0 B2 2L ol il 1k 2 T 9 K % B2 i D193, 76 HY Y mk o4t A e B A Y
e, T EEAUR BN EESF, W0 H HPLC F1 SEC 4 87 & 7%, % 2 o [6) i 4 i
FFY A ko4 AR AT AE 4, 7E 0. 05mol/L, pH 7. 4 B % AR 28 vh 7% 3 1 80 %0 A IfiL 3¢
e BERERETEME, RUIMK P AFEMAELIN. ARET SRR, T -8
M BT 5% 1. 5h, 32. 1h 1 50. 6hH%] , £ DCCHHETF, LU
PR ek e T R LR X A5 by B AT MR AR Mk Bk, & T A OB P OAY mk e g AT K
ﬁm[zzz]n

VAA TR DS i) 45 Bedl 1 25 v BRBR b 45 b e ik 264 . B X UUFHE T, 6h N
KPR, RERS B HER, ZOKEERTERZS Y R EE Ew0S], hg sk
25 5-E A K H AR ) 2 AR 26 45 Il E ALAT TR 2 B A eI -5-( 2 | L 6 619 20
K BRBR ¥ FEAE R Bl g eoe 407l

B4 245 9y o R A AR 4 38 B A S R AR TR 25 i — Fb A G 72, il o k3R 1k 2
NR SRR W28 AL S A e M, 253 A A e BEAO KR W B S F R
(29 500 £5), 60°C iz la 7E22 ph s W b e 1T R BLAE (b /K M B . 5 76 A I3 v 4 B A
W EEJL PR, 32 B 2R 0% A A 0 I A 5K A0 2K % AR 32 I 3 G A L0800 L X R R A
M35 DUESFRR . A7 ¥ 2 FEE S & 25 A0 4 HERE T ME 0 28 R BE . % A e HF S A 1A
24, I — N REE B 25 1 3 B &5 Bl s i g 2 10050

K LB 8 37K PR R 0 18 22 6 0 5 7 0 0 M- (LA
B . BT T BEARE AR A RS A TS . KetE QO MA) BHRER
R, R S LR R R SRR, B SR IR L A A SR A
Fb, RS B o /K SR . R XAl 2 W 1k Akt T s te02] |

10.3.2 40K F 30 7K 5 e

BT EN 5 T AR 00 o a4, 26 TR eI, ol il % & W4l ok
ik, REWARBR ARG, LHRESHAES R m Rk, £k
HE VD BR 2 A RN 0% 0 S S, BB T IS L A A K ) %
iy, EAAEY AR R KR F, 5.2 Bk, KA DCC @3Bm0 e 2
CPRERH H AR P MR TR S R, AT ANRR T, Je TR
i (PCS) W BiR, WRREEY 193nm, FR S, AMEHRRES SRSDH
KRELFIEM, DO R Y, 58 B2y B m™e), o, @i
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Pl 1 15 3 5 5L it BT ) B BN K BT . LA Candida Antarctica NS EE B A aE{L A,
A TR B B PR U B O KR T AT PR IR AL, R BR M TE R AR T Y
PEFR . SAKBLF AT 4 BCE DMSO sk s, B IR FR90K R ~F (2460

EEHAES, REYEdREREEERBESYIHKE T, FK-HiKFH
W BRI R B, LAY AR YRR A S B MR, A e T
ERACEE W KB K, P B M C0%), A4 R AL 42 370nm
LILEE 10.5Ca) J; & 10.5(b) f) SEM B BR, 3 BN, 940K8 F & 297 Wb iy ie
SEAEMRAE, WS 9 A4, LU S NH L7 8 b 6} 75 58 8 3 77 16 4 M i
Vi, AT A TE BN ORBLF 80K E4R 161~ 180nmbs0T]

ib)

B10.5 EFEBAHOEE S L5 EREHERAS KBE SEM B
Cal) EEEEFHH (b -E}‘J‘{E‘Jﬂfiﬁf‘gﬁﬁf::::s_l

R T AAHEF s K BRI 2 — 67 1) S WL 25 ) R I AR P M b )t
TRPGIT B EERRIKON L A7 R o i B O L o ) — K SRR A B
PE T A RSE AN, LUK IS (365nm) BESE, EI1E A5 HE BT 1ok m
AEKBERE, # DS M5 pH A, 7k 8 B f0 7 B R R Rl R IK 2 67% ~
227%0) s ¥k pH SREEF W AHER B . MK umHE (pH 3) MMRPERME (pH 10,
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i K SEBE DS 1 ifif 18 int0%) LUK TR 7 =X & T AN B AT Y S IR K B KL
TE VKR [ 58 #1398 vRNT AL 3 )5 . LA SEM BF S8 K BERE R I AN AR S5 H, A B ik
IKBER AR R = 4EFLE5 M (LA 10. 60, 330 FP 45 ¥ 76 R 9 Ik 0% 2K %8 B+ A 3
B, VI K B R A R B R LR BB A s,

B10.6 SEMARINGERTPEABERE R KERN=879H

ERA R TRAET, A PRERNKEREES N-5 NS KREE DMSO
RAEREG, RGBEVIKEER, X@VKEER T HERRN ., A% AH. o
Bl Ak R R ZE A R0

10.3.3 mERHFHKm

ML B AC o, RZ RS L R DE N Z PR A A 3 — B AR, B 3 &
1,50 o B o el R K O B, LA S UK IR 998 3 I, R T AR 4 o A L
Y ik B S E TE PR . R O VRN S R R RO . A E R R S .
A . AFFFEE IR R, B oT DL B R A &, A 8 I 1Ak o 3 #5485 19
mHWEHEMK Y, nEBFRSTEASEMKAHRORESSEE, Hit,
Mm¥EFAMAENERY. BRI ZNAMBRZEER e — b, B AP 5
T o TEH BN ED, FBORCHETEW FEMEER A RFEMASES, KCHHE R T EES|
A A P HEF

VEBY £ BRER AT AR PRl BT BRACIAE . 1RO R A ] W R G A e, TS Al Y B BB 1 —
B o VE B B IR . T FH E B EE R T R 75 45 | #E 10000 ~500000g/mol, X B LAl
ok 4% ) N I R 0L R S BRLIS0S12 S8 L Sy 2R AR A DS K 0.3~0.8, NMR i & &
Ny AR ELET B, REEER. 2=3=>6011 3 5B # & B & i3
HITER CREFR TR MG RBAR, EWHZMEESBRZIETER B4 A o4 6s
B, EB BRI R, EHK,

AN BES CREE BT S KM, XFEBGH S —A . a2
R 2 (kAR Z BT Ll e B A~ i, R E s, 82 M
mEEMAEME 10,7 ik,
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SRELEN

0.8 1.0
TR o] (BT d) aotia,
074 — 0 ;
| v 0.8
0.6
- &
ﬁ 0.5 0.6 ﬁ
- "
;En4 x
& 04 &
& 0.3 2
0.2
0.2
0.1
ﬂﬁ B N e 1 2 ﬂ‘ﬂ
Lo 10° 10’ 10’
B T J5 i 1 g/mol
(a)
1.0
0.7 - :
0.6 10.8
=7 0.5 4
e o
B 04- 1906
M= M-
] 0.3 4 cx =)
% {04 &
0.2 e =
- H o g
0.1 : 102
0.0 o
T 1 - " , T 0.0
10* 10° i 10’
HE 1 it /1 g/mol )
(b)

B10.7 EEMAMNESZBRE (0 EREM ZHRLOEH

(b) EE@ 20 T BEPHBREMEE
(B4 FREEERHFE)



. i S ) e AR ) o
p ot - e T2 e rf 5 54 | 3
b FE i 4 (R AP .i L L g £ 1 - i L, £4:9 s i Aa 1] Ty
St r i Y SR = ¥ e et . - PR E Sl oty
F - - = . T - = m, ! y¥ 4 ' - Py g, T 4 =+ + el vl i i}
o { S e \ I g — B 4 iy T . o - . . = w20 : o [ o[l £
B Mer B % s 4 & 4 I ; g _ : " T . = 5 LAl = 8

ERMBESHREERBEFVTHERRBS THRE, CAAERNSEHNE
FEHERMZDIREYE, BRAEMBERF TN EEARBS. BRI ZH, LHES
MR BB S RMATAEY . R . (H 4 K S 20 R X )k
FIRCH . LR, ZHMRERFNARRECHKBTRERE, &2 WAL E RN
BOMTB LR . TR AE MNP B, 22 B 09 BF 5T R FH A6 E R R ST IE L ok
HA .

FHEERNHTHRR, MEEMEE. ZEEH, HEHT. He2. B
CHEEVER FICEEVER) . ARBE. J/RIE. SR ZM, 4%, WAL, SRENE
W Y 019 25 4 50 T v B MR SN S 1) U TR T W OT A TE 00 T A 5 R
g, BACFUER B BT S, FRERBRBEENZH, HYTHEaRE
. FRBEN, TREREEMEYORR RS BEHNANES TR —, R
Wi, BRI R ENRE, HNENHREERAKRE ., RAGNE
VEAMBHA B, FRTFZHMBKAGBFE., HERRNZE. 305
WERFERBTEMXRBE LYY T ZNA, BRSO — &
BHERE, HEBAALYE REASE RREZEUIRA— R B
TR, WG, MEBRAEEY RGP R EEEE, REEWRNE —&
LI BER KRR S 24 U AT 2 0 R o7 AT

BRI RIFZMMH BT a0 st R — A h R B F B, 76 iy a] sk
MIZ IR B G R, ZRRE R L RS M EEA G, R “ER”
) 2 BE IR AT WAL S SE BV AT SC L= M 45 4 Tk RE A0 3R . A5 FR A B O Bk 75
B, EOALREHMB, T 0E Z WA E AR, BA L%
BT TP 00 380107 P 0 2 W A S v L A R A 7 . Ay
HFE SR, R TR T EE S SO IE, BRI S0 E22 AT fa
W SR A2 o O MG 1 BN ) P AT MEAL A B — B R AFSE . 1 MO R AL I
2R R BT R IR, B R R T RN, hEES AR R
H A AR AR A, AERL 25 BF 98 50 0 Mk FF 5 1 7 10 4945 2 LB 10 5 2,
55 2 G 1 0 (A 8 A TG 000 X — B AR 35 2 2 0 00 5 15 4 3
RAEMZORR A K. BEIEH L% 2 R KA KA 0 2N XA
FEREMFIBR, R0H T 1 4 2 0 3 A 5 ),

73— T B BT 1 BF 5T UL 4 B R R 0 5K B 0 1 A 0 00 45 6 R
NMR%%E%ﬁﬁ%ﬁﬁ%?%ﬁﬁﬁ%ﬁ%ﬁﬁz—siﬁﬁﬁﬁﬁﬁﬁ%ﬁ
EAFUH NMR 3%, Zrsma. . A, SHEamei, Ha,
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LHEZ R A'H NMR 3%, &Rl mmbnE stk ik, s mREs, H
IR 638 0I5 S e RBCF B, RATAAR TR SR EERA W HLR L5
oL, Prigff BX AW RBERTEE, "C NMR ML 4 NMR £ AR 2
KRB REHHEE TR, WCREAME Bk s LT &+ EmM BB E &R,
R AFM s 00 2 B, RO AT AR 75 5 Mg Z 0 M Z Wi s 10 40 + Je Ml 4 7
45K .

TP R R SCHR . T LAT % 2 W (O & R B . SR X L, Z R
VN RIRE A YT, BDIR AR . BOEERE A R R E . W TR kA0 £ WA
F) BT L FH 0S80 B 2 R T 4 TR . MOWAE R LR TR, R KR
Git, MBEVBROZ T DO, QbS8 AR R . B H 4D
BRI SRBFSEAR o {H 2 ST b FL 0 PRI Jr . el B 38 ) A 00 T ol o
RAEMEEAFRIR . TWEEAATELR GG ERGEH, (iIERBLENES
PRAT A Y B L P 0



; ; " b 2k e FE T
o 1o A ; R £ L ; i : i b Bl i 2 ; 31y
b IO B 4 i, 7 ool BE - B B " . L Lk 1 i
e | — iy - o [= oA e At} sl el o L g
5 iy T )i e ::.'.J.I

FHE=78,6 Dormagen (55515

¥ 6g (37mmol) LYY 2. 1g (35mmol) KEEMRIR S, TEF I TR 18h, il
BEFEWITE 25°C LA, BA 16.5g (0. 162mol) Z BEBF. 22. 0mL — 4% Fi kg #1 0. 03ml. ¥
He SOy, fEHETHACRFHEZE I (15C/h) F 40C, HBERIFE 0C, HH S
HESERFEME. BN 2g REMREP IR T SO REMRIA T, TN KMk 2 b L4 st B
Hz SOy %0 80. OmL 7K, {fi ZMREFSEIL MR, WERER ZIRIE P ks, HE LT
BIAKPURE, KBE. TH, BFEEMEE. BRENELL,

HHR-2,5-78; fhEgoe

¥ 6g (37Tmmol) FHEE Y5 2. 1g (35mmol) KB — R, EEBTHEE
18h, HREHHZE 25°C LR, A 16.5g (0. 162mol) Z BRHWF. 22. Oml — & &l
BEF1 0. 03mL ¥ Ha SOy, HiE4E P48 F 4B (15°C/h) MMIE 40°C, i E
RIFFFEA0°C, HBIF Y5 LHEM. 555 0.03mL 3k HoSO, ¥ F 3. omL A, F
MABIRBAERS, 60CT, HPERA, HPIFERRETTE T O] LN R
mns TEFRBEPUIRE, BEIRIG . WIRBEMME) . Y4 ERTETHRE, MAS
0.6g ZMRFTA) 5000 ZIRIEWL, BERE A RINBR P B, 767K T it B BT 18 £F 4t 2 s,
EdE. TH, ™ DS 238, HMERNELIL,

HER=78, RURSYRE

# 10g (62mmol) #i %4k B F 250mL [ b M. M A 8omL (1. dmol) WKES
M. 120mL HIZER 2. 0mL71% ~73 % HCIO, MR A HH, ok iR 4 W EIZ I L4
W ZREWLBEEA 50mL (0. 529mol) Z FEEF. WEHEIR 28, I 3 220 [ 45 4
MR B, 2L TR H AL T R 0 o i 2 BRF S5 4 4 4 Ml 4 T BB A, FAB =4y Wl
RAK— B H M LB . HHH O BE 30CHE 8h 5, MZMUTME. k=
W, FAKBESRE W, LAEBRR AN, FELOAWE P, FZ Mk o 4 % 7 R RE,
60CH=Z THEB. ™% DS 2.93,C NMR (DMSO-ds): §=171. 3, 170.4,:170.1
(C=0), 100.4, 77.0, 73.6, 73.2, 72.9, 63.4 (RESWEL), 21.2, 20.9(CH;).

FHRREE, Py POEMMERE, Bl TFAA ?aﬁﬁﬂﬁﬁ#ﬁ

3140 AR
5 100mL [19. 4mol/(molAGU)] TFAA 5 96mL [23. 9mol/(mol AGU)] %
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MRS, A€ 50°C T HE+E 20min, # FiRE RN AF 6.0g (37mmol) + P 1Y £F 4
ZBAS, ESOCTMMSh)E, BRNVESYEARER, S, PEEE%RE. T
M, =¥ DS 279,

EFHRRZMEE, & DMF sh B, NBS &k o8

B 0. 66g T4 4 4k Ty AR 2 #E 1omL BBk, I ZE 80°C, k¥
HEXTLWEM (4 10min), Fin A 5mLDMF, $$ 5min, ZEMRE X HEF.
50C, Z WP 0. 5h, BEERISMBERE P AOK 43, %t 2 3L A e 2y 12mL B 7) ,
MA 30mlL ZERAF#1 0. 3g (1.3mmol) NBS, 7 65°C Mi#iZ ¥ Rk & 5h, ¥
HEFRG, EHFETHRESYREBE A 120mL5% Z BT 08, 7 5 7/ Rk &,
ZARTH 12h 5, B 55C F T4 12h, =4 DS 1.15, FTIR (KBr):
1752ecm™ 'y (C=0), 1347cm !'» (C—CHj), 1247cm1p (C—=0),

ORMEIRARE, EPy/RERSKREARTIEYEREOY

# 20g (123mmol) £ HE ¥ . 100g (363mmol) 7 #E Bt . 75g Py #l 75¢
FARMBEEY, 7£105~110°C, RIZIBEH T, ERMMK L 5h, SREURHE
Fid, PL25omL KPR, MBRAYMA 100mL E 05, %, 5455 mmA
IL PR LAUTRE ™ 9, A&, ™= PBEE T 75ml B E M 100mL &5 69828,
EREHHIIE. 28, TR, =9 DS2.9, S F&EMN. NEBE, X, §
A,

UEZZHE, &Py hIEHBARE

¥ 1.0g (6.2mmolAGU, 1.8mmolRU) % & 2= B 32 F 20mLPy %, i A
0.25g ( 2.0mmol) DMAP, 100°C FH#IRB &% 2h, FEMMA 10mL (0. 106mol) Z
AREF, AREEHEHE 1h, DIKUTRER=%y. ituk, 7e/K P at POmEpe AT B UL EE . =W
DS 3.0, "H NMR(CDCl3): 6§ =3.57 ~5.49 (HgsZm), 196 ~ 2. 14*(CH;);
"CNMR (CDCl3): 8=62.8~96.0 (Cgmp=m), 169.0~170.7 (C=0m).

FRRZHME, Py hpIEHER

# 0.207g (1. Immol) B 5 & (DDA0.16) 5 20.0mL (0. 2473mol) Py i
& BIA 10.0mL (0. 106mol) Z, B Bf #1 0. 20g DMAP, B S # T, 50°C i 4
i8h, REMBLABRREY. HRAWEAKKS, i, BEBETRE, A
MAMEBEHR,. TH#. =¥ DS 3.0,

EMFEBE, EPy PS5 ERAENARE"

4] 2.5¢ (15mmol) F 4§ ¥& ¥ i1 A 15mLPy F1 45g (0. 28mol) e, T
LISCHNR S RE 6h. ZER AW HIG, BIZIBEEE T8RS 898 A 200mL K ZFE,
U8, LA 200mL Z BEPE MBI, AWML G R, S0CTF et v, 8%
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BrEE. =% DS 2.7, FTIR (KBr): 3380cem ! v (OH), 2927cm ‘v C(CH) Hi
2856em 'w(CH), 1746em™ 'p(C =0 ); 'H NMR (¢CDCl3); ¢ =0.81 (CH3;),
1520 (CH2), 1.43 (COCH2CH2), 2. 26 (OCOCH2), 3. 50~5. 40 (Hacu).

SHE, £ DMAc/LIC| hFEmg 1o
# 1.0g (6. 2mmol) THL 4% fl 40, oOmLDMAc, 7 130°C HtHm#k 2hs ¥
HF 100C )7, WA 3.0g K LiICl, HHETRADNER, FRETELEM.

SHE, BWF DMSO /LB HAE 1

¥ 0. 10g (0. 62mmol) £FHEER f1 0. 50g & % B 7 10. omLDMSO 1,
T . MRE130°C, RFF 6~8min, HHMER, EXRBMAERKE, M
REEMOR . WERTHEEREIEMN, TN RPR AR, EREDI AR, BT
MAEZRPRATKEARERELSY, DMSO/Z R PR /4 EKE NS GKRER
F1%.,

AERZHMITHME, EOMASIEMHEERN, SEBES (V) &
ﬂ:ﬂ[sm]

¥ 5.0g (31lmmol) £F 4t % il 35¢ DMAc, 7EE P, 100°C, tm# 1h, ¥
6.3g [2mol/(mol AGU)]| Z BE®&F. 19. 4g [ 2mol/(mol AGU) ] + @R BF f1 0. 15¢
[17. lmmol/(mol AGU)] RFEMEEMA FiRiEFER, H7E 150°C Nk sh, ¥
HE200)G, BiFHEREAPE Y, EHFEPRL, S8 S8 FA3R, |
PIUEW LW, KPP ET EAREMSESTBRBEK, 0CHZ T®R, =9
DSzmx 2.03, DSzmsx 0.70, W F N . Z . THF. CHCl;. DMSO
1 NMP,

EWMBERE, 558 MEEK PSRk R B

FEEH . R, PLBBEHET . H 6. 752 (42mmol) JEH (Hylon VI i
A 50mL 2. 5mol/L NaOH ¥ W, B 8 38 Bk ¢ 38 B (4 30min)., ¥
3.1g (Z1mmol) FREEFZEHMA LK R, #HE 1h. HZBREESY P fP pH
TJa, fE 150mL M GTpE =4y, k5@, A 150mL B REAK W (70%) %

W WUk, WEREME, FAPRLBEBRTM, 1€50C TR, SENE. =Y
DS 0. 25,

FiEMEZRE, EPBRbS5 ZBRFYARESY

BEFE T, # 15¢ Wik, 15g Py fIA 1. 0g (6. 2mmol) #7 MM oh, FE 2848 1y
A 12g ZRERF, 20~30°CHEFE N 18h; ¥ EINIBSWEBME A 150mL Keh, B
LT B JKYE, A RO 2R, G RILE L6, ™
PDS3.0, HTHEZLE.
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ERZEHRT__ME, EDOMSORS T _MEMER R

[ 1. 0g (6. 2mmol) £ 221 DMSO & # (15mL), HiA 2.5g (25mmol) T —
MR BT i) DMSO ¥ (10mL), FHE % 40°C, FHEPEMM A 0.28g (2. 6mmol) DMAP,
URFERN R : ZBHRAY 1, E#E) FfMESE~=Y, B TRILESRT
10mL 7K 5, R F ) 4% 388 B 60335 4> B 4lifk. (300mL, Sephadex G-2, H¥EW: K. ik
Ve B 2mlL/min, 400 /RZERIER), BERAYE., BIETH., =¥ DS 3.0,

HHRZEE, E[Camim]Cl iy R B3

# 0.5g (3.09mmol) F4EK 1 4. 5g HMLCmim]CLIBA, 78 TLCmim]Cl 4
FAIOCHIBEE T, $isk 12h, HBAHETLWM. 80C, # 1.09mL [5mol/
(mol AGU) | ZBEABWMA LR, BEFERNL 2h, 7£ 200mL B MEPUTRE . ¥
. S, 0OCHETH, BFREXZME. WK 0.75¢ (85.9%), DS 3.0,
FTIR (KBr): 2890cm~'v (CH), 1750cm~'v (C —Opg ). *C NMR. (DMSO-
ds): 0=168.9~170.2 (C=0), 62.1~99.2 (¥ AGU),

HiEWE LRME, % DVMF/LICI b5 I, 3k 58 B 1948 | R[50

£ 90°C, EAMP T, % 5.0g (30.8mmol) 77 MW 5 F DMF/LiCl
(S0mL/4. 5g) . FFHFMIZAF| 60°C, MMA 0. 4mLTEA (D kmEFHY 3%, HER 4
BO, HEG0C, WIRYPT, Hi# 15min; HZEMBMA 9. 0g [3mol/(mol AGU)]
HORERET. R RAMUIRE, M. FNMEREER, EFERTLS THR, ™9 DS
0.84, FTIR (KBr); 3500 ~ 2500cm ! y (OH ), 3052cm ! p (C — C—=—H ),
1728cm—'v(C=0), 1660~1640cm 'v(C=C), 824~822cm 'p(C=C—H), 'H
NMR (DMSO-ds): 6=7.5f16.2 (C=C—H), ¥C NMR (DMSO-d;): §=137
131 (C=C),

HlEWEE o R ZMEE, % DVF/LICI hi9#E4 R, TosCl BiEd (BAE
Xk [202])

90°C, #.2.0g (12.3mmol) FHIEW T ¥ F& 2.0g LiCl % DMF (100mL),
Hi B HI 2 50°CJg, BEFEIIA 5. 85g (74mmol) Py, 6.89g (37mmol) o257, 8
f1 37mmolTosCl, A 22h, LIS PR/ ZZBETIRE 4, LA REE/ 2 Bk =
THF BEWGEFT A ITRE, difk, 7 P.Os B2 T4, Fr#% =% DS 0.56, FTIR
(KBr): 1720cm™ 'y (C=0), 1590cm 'v(C—Csxs) Fl 1510cm v (C—Cos ) s
'H NMR (DMSO-ds): §=7.2~7.8 (Hgx), 4.1 (CHy), 3.6~5.4 (45 Wkt
HHR), PCNMR (DMSO-ds): §=170. 3 (C=0), 133~123:4" (Cp5);: 98. 1~
66.6 (HBEWFHH4) , 37.5 (CHjy),

HERSNIKEREE, 7£ DMAC /LICI th 54 Ml B S04 4 K B 16
¥ 3. 7g (18. 6mmol) & MILEEEZ M 1. SmL (22. 3mmol) Py fin A 3 40mL &
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2.5% (JER5r %, 6.2mmol) FHEM 7.5% LiCl f§ DMAc #, 80°C #it$k 24h,
X R BR A WE A 250mL ZEEh, S5, HOmukE, TRES TR, 8
=¥ DS 1.92, FTIR (KBr): 3457cm ‘v (OH), 2909cm™!p(CH), 2854em !p
(CH), 1720cm !y (C=0Og ), ¥C NMR (CDCl3): §=176.5 (C=0), 103. 3
(C-1)+100: 9.6 C-11), 8143 (€324 355 Co4D 52 77, 04CCES G50 73, 650C2 %
61.2 (C-65), 40.9 (aC), 39.0 (BCHz), 36.4 (8-CHy), 27.9 (»-CH),

HSHRZHEE, £ DMSO/TBAF R 5 ZBEEF S 1>

¥ 1.0g (6. 2mmol) FHEFALEMT 60mL & 11% (R &) TBAF 1
DMSO # i, f# 1.45mL (15. 3mmol) ZEEEF I A B4 4 Z b, 60°C i #
3h, LI 250mL HEEGTRE, ifiE, SomL HMEPEYR, 50°CHZ T4, ™4 DS 1. 20,
FTIR (KBr): 1752em 'y (C=0), 3C NMR (DMSO-d¢): §=169.1~ 189. 9
(C=0), 60.3~102.5 (FHEFH),

HER="ZHE, E1-ZESLWE Py thigigam )

Ff 100g 1-Z AL FALMEnE 5 50. omLPy R4, 7€ 85°CHs M. BEFET, % 2.0g
(12. 3mmol) HHERMA LRER, 1h FEEMER. MASF 38mL (0. 402mol)
LMREAN 55mL (0. 682mol) Py MR AW, 80°C, BEFER I 30min, BT 20~
30min J& » FHERMTEYMLLARIERITIE. BHE 40C, A &P L, 43
HOEW . DR BT, B, MR, TR, Fie s 7= 9 v] LA7E B R A —
FH BC I W DITEM LI 4ifk . =4 DS 3.0,

HRERWHME, & DMAc ALICI hig S 170

¥ 2g (12. 3mmol) FH ALK FiEML 48h 5, ks 76 100mLDMAc H 5
REW24h G, 2k, BEERTBREK, W2 BT RERERT 100mL & 9%
LiCL#) DMAc % 8, BT 4 £F 48 K 3 W 28 48 I A 3 2. 5SmL [ 2. 5mol/(mol
AGU)] Py il 25. 0omLDMAc i) i & % ¥, & # i A 6.0mL [ 5mol/(mol
AGU) | 2- Wi 5 25mLDMAc MR &4 9 W, Fil, KM Sh, RMEHR)G, Hi=
VB ARIRBK S, LA GBI, 28, KEZK, BBRAME 24h,
ROHRTHR. B9, DS2.5,

HEER=WMZEmEE 5"

Eif, # 1.0g (6.2mmol) £F 4K 7E 20mL (269mmol) TFA # % Ik 20min,
o ERIEWAMA 10mL (72mmol) TFAA, 3f7E% i FHE#k 4h, SH{ETEHR,
DREEBEFE 2h, FIFWMBA 200mL —Z Bk, 32, B 100mL T ZREME R, 25
B FHR 20h, 876 150°CE %5 T4 40min, MEBRFYHEHME - ZBA=%
L. Y DS 1.5, FTIR (KBr): 1790cm ‘v (C=0). P=##F DMF. DMSO
# Py,
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SHERPERE

FRT, H 1.0g ( 6.2mmol) 4 X 30mL B E P H K 15min, 5C, %
2. TmLPOCl; A LR, HEFRFHRFESh, F%ETLEM, £ 100mL =
CEEPUIRER S, o3, Pl 350mL WEHEE =K. FRTHE, Ll 200mL &
B PE¥, 25°CHS TH 24h, = DS 2.2, FTIR (KBr): 1728cm 'y (C=0),

HERAERE, XA TosCl F £ iF 4 3% & DMAc /LiCl 14
%muz?] .

li] 2. 38g (12.5mmol) TosCl il A 40mL & 2.5% (H4%¥. 6. 2mmol) #
R 7.5% LiCl 4 DMAc %, FAEMPETMA 2.47g (12. 5Smmol) H #:5 .
RIRPF, 80°C B 24h, 7E 800mL B ¢ HIHK S 7. 14g Ko HPO, Fi
3.54g KH: PO HyifE™%, w38, L 800mL /Kikik=#, EZmpER
i 24h, 50°C % T, ™4 DS 1.55, FTIR (KBr): 3486em !y (OH),
2925ecm™ 'v(CH), 2855cm 'y (CH), 1238em 'y (COCgxg)s 1753cm 'y (C —
Ogx). "C NMR (CDClz): 6=173.8 (C=0), 104.1 (C-1), 102.6 (C-1"),
72.3 (C-2), 73.3 (C-3), 82.0 (C4), 7.5 (C-5), 20.6~34.0 (Cgmy ),
13.9 (Cyqing),

HHW3.6, =AM, M TosCl K {ii%{kiEE DMAC /LICI 1
LR

7] 7% 5.0g (30.8mmol) £ 4% . 10g LiCl F1 200mLDMAc )W, A To-
sCl (5. 8g, 30.4mmol) ) DMAc (20mL) ¥k, FRBEFE 30min, @ R PR
fn A 11.6g (60.8mmol) TosCl, 16.5g (85. 8mmmol) 3, 6, 9-= & % & FI
40mLDMAc B9 &%, 65°C, BEFMMEMN 3h, BHIBEREEE, FEHRGE A
ILRHM, S8, SEM%%R, 70CHS F48, B4, DS 0.62, FTIR
(KBr): 3440cm™'» (OH), 2920em~ !y (CH), 2888cm=!y (CH): 1753em-!p
(C=0). PCNMR (D:0): §=102.9 (C-1), 100.4 €C-1'y, 79.6 (C3,;'2.,),
75.9 (C-4), 74.5 (C-4"), 73.5 ~ 72.8 (C-2,3,'5), 71.6 ( C8Y, 71. 0~68.3
(C-10~C-14), 63.8 (C-6,), 60.7 (C-6), 58.6 (C-16).

AYERE-9-MME, XM TosCl B {1 i% ki % DMAc /LiCI d 1948
.g.m [207] :

#f 2.0g (12. 3mmol) £F4E % B&iF F 50mLDMAc, fETHREREES, 120°CHEHE 2h,
R ERIER%HE 100C, fIA 3.0g LiCl, i, B3, HEIERBRORR. A
7.03g TosCl, 8.20g (36.9mmol) B-9-¥®, 50°C. PR R 4h, fE 400ml Z §xrp
UTRE™Y1, 5+ 85, LAZBU/NOBEET=Y) ., 10T, 3025 T4, 2=, DS0.52, FT-
IR (KBr): 3422em™! y (OH), 2882cm™! p (CH), 1790cm~'p (C = 0Q),
1723cm 'y (C=0), 'H NMR (DMSO-ds): §=7. 6 ~8. 2 (Hyps ),
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ARERKERME, £ Py P TosCl BEHiF4iEIEHES M

HERIRY T, H 15g (93mmol) £F4E K 1 105g (0. 551mol) TosCl i H i A 5
450g ( 4. 41mol) Py b, HEEBIM A A VLA, TosCl : HHLE X 1: 1 (mol/mol ),
SOCHEF AL 2h, iUk, ZEEMEd, DAFBERAHI 2h, D05 6F 5 Wk 28 22 34 il
12h, FHLICBEU LS, UESHSSTHRZY, B FE SR TR g
24h, IR BR R R Z BE. ™ ¥ DSt _gumm 1.11, DSsma 0-59, DSwmmm 0.19,
DSsmem 0. 14,

HHEREPRE, XA CDI B FEHEHHASARS

WAHE 9% LiCl Mk 4% (1. 6g, 20mmol ¥3) ) DMAc (50ml) %
W, HIPIFHRTLWEM, WFMA 8 25g (40mmol) DCC, 4. 88g (40mmol) %
IR 0. 05g (4mmol) DMAP, RINE5HJG, iK% 3O LR, LLPRL/ kiR
B (50/50) VUFRUEW, FREYE¥E. MAh. AT DMF @B, I 7 DMF
EMT, BRERIEHR, ZEILSTH, P DS0.33, FTIR (KBr): 3500~3100cm !y
(OH), 3000~2900cm™'v (C—Hgxg), 1675~1600cm 1y (C—Og), 1550cm !
v (C—=0Ox%). '"H NMR ( DMSO-ds): 6=3.3~5.5 (£ 4% CH, Al CH),
6.9~8.0 (Hypg). it

MR (NN-_REREZME), UNN-—SHER_TRE
G & 4L %% DMSO & 227!

8 & 1. 0g (6. 2mmol) /h&E R . 0.29¢ ( 2.8mmol) N,N-—H L ERKZ B
) 40. OmL F4% DMSO % #ih, WUF A 1. 52mL (9. 8mmol) N, N-— 5 J 3£
— IR H 0. 15g ( 1. 2mmol) DMAP, EESMRY T, i, MERMIR. MA
ImL KX NE, 7€ 400mL ZBEh UiRE R R =8, T8, FWRdkR, ZEREST
M, 879, DS0.3. "H NMR (D:0): §=2.3 (CH3), 3.2~5.5 (AGU).

HAHRWIEME, XA CDI K i % % % DMSO /TBAF th ¥ 43
ﬁ.m[rm&j

¥ 5. 24g BEEMR (18. 5mmol) A F 3.0g CDI (18.5mmol) #Y-30mLDMSO
W WAL WAEH 1.0g FH%E (6.2mmol) Y 66mLDMSO/TBAF
(10%6, B FE) BB, BB T, 80°C A 24h, % TR A 500ml, Z 8,
UlkE, tuk. L 250mL Z MW B =K, 50°CE 2 T4, 874, DS 1.35. FTIR
(KBr) ; 3456em " 'v (OH), 2926cm 'y (C—H), 1238cm 1y (C—O=Cqx )»
1743cm™ 'y (C==Ogx ). *C NMR (DMSO-ds): §=173.5, 172. 26 (C.=0),
106.0 (C-1), 103.6 (C-1), 73.2~77.2 (C-2,3, 5), 81.8 (C-4), 62.64 (C-
6s)s 22.6~33.9 (CHompsmms )» 14.0 (CHymgmm ). 'H NMR (CBCL). §=
0.90 (CHampmmm)» 3.49~5.03 (AGU).
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EMEPRE, EXKPSERBRKREIMIENEE R

HF 0.07g (0. 4mmol) N-EHBKM AN A R 1. 25mL & 1. 0g (6. 2mmol) FE ¥ 7k
&, LL3.0% NaOH i pH £ 8.0, ZEZER T, KW 2h, HEP pH AFH
ft. LIGimeAsfLiEmnR. Tak. K¥k. ™% DSo0.05,

THRPAEpFAMBEAMT R RE, B CDI BS54 EE DMAC/
LiCl 348 & 23]

ZRF, ¥ BAMKE-R P XM (CMCD, DS 0.66, 3.2g, 15mmol) %5
20. OmL HRf HCLIFH (20040, fRBLEL) #E 4K K BE 20min, ¥ W8 £ &R 4> 861k G
o A, PEEUER, FEAS THR. H 3.0g Ei& CMCD # 30. omLDMAc 2
W, MAF 1.0g (6.2mmol) £ 4 K i) DMAc/LIiCl % ¥ 1 10. 9mL & 1. 0g
(6. 2mmol) CDI ) DMAc ##, 80°CHi#ET M 24h, iR 4 WHEA 200mL Z B,
e, CMEKBEM R, ERAES TH, %74, FTIR (KBr): 3305cm— 'y
(OH), 2888cm 'v (CH), 1724cm 'v (C=Ogx)s 1655cm !y, (COOsgms )
1426em v, (COOgms ). '

MR MREE, % DMSO fh 5aER B mR e 1k & W19 R B (%)

80°C, 1% 6.50g (40mmol) THREETEM EH (T0% KEETEH) #Y 80mL T4k
DMSO i, I AJLEHE CHOK B, fiEHE 20min J5, FHRZE 90°C, lhp*i
A 100mL 4 20.0g (80mmol) HE&%I&&U DMSO ¥ #, 4k 4k fin #4 5z i
SRR & W 8 A 300mL K I I, » IKBEZIK, Eﬂ%ﬁﬁmﬁﬁmiﬁ&m¢
B, 70°C kAt A, ‘zﬁl&%ﬂﬁ:—:%ﬂ%u 55*(23[15%5&[&4 % 11 57 © dor 36 W 4 A #H
¥ BE. DSt—mm 1.90, DSemm 1.55, DSgmmm 1.66. FTIR (KBr): 3000 ~
2850cm™ 'y (CH), 1740¢m 'y (C=0), 'H NMR (CDCl;): &= 3.0~ 6.0
(AGU), 0.8~2.0 (CH3).

SHERWIER &, & DMAc/LICI :pslmnmm!ﬁ;ma
EE[EEH +5207

AL e A B B 3R R s Ak I R L« — B R " FB#fT. —200C, ¥
2.35g (18. 5mmoD) LS AE# /MLt A B 20mLDMF w1, # &5 K4 RIS,
A 5. 24¢ (18. 4mmol) HERKAR . ¥ F RIBSWINA & 1.0g ( 6. 2mmol) £ 4
R B DMAc/LICIIE W h, 60°Chn#h 16h, JZ i o % 4 8 e ik, Hﬁﬁﬁﬁﬁm&
B, RARLUE . ZWEYEW ., BAY. DS0.63, FTIR (KBr): 3620em v (&

iﬁﬁﬁ-ﬁaa 2920cmty (HF R B H), 1140em 'y (G 4 E /W), 1745~
1760em 71y (C=0),

RRAERE, 5ZERERELSRERTRER
f£ 30mg/mL W% % 1§ Proleathe FP-F YERT, 0.017mol/L ( 6.7%, FHif
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W) k0. 48mol Z TN BREE/ (mol RU) #E 15mL F7K DMF h iz i, &
WEIBE, BB AGAE 50°C, 250r/min # 3 FHR %, 7E#H Brunswick C24 # B #
IHfE K L (Edison, NJ) BB 72h. 7E 4000r/min ## T, B4R, Pk
BB, DARBRULEE B2 . HiliEnm Tlak, cCHBETEEBIE (&
B EE SR LB 1000g/mol) ZEAK BB, 4 % T4 48h, 1874, DS 0. 34,

EWH2-0-Z B8, HNEETRENE S M

80°C, # 2.0g (12.3mmol) ¥ # (Hylon I, 70% HEER®H) MWW T
40mLDMSO , 15min JG¥ &1, A 2. 3mol/(mol AGU) Z % 3 Z B BE fl 40mg
(2%, B 5% NaCl, 40°C @B FEF R 70h, BO44BmBEELRN, &
100mL NP ULRE™Y, Sk, RABEEEE, SOCHZ F&, FEsy 2
{if DS 1. 00,

HERIHMZE, EDMACALICI BN ERFRE K94
%ﬂ[m&]

EEAEAARER MBS, 150°C, M 8. 0g (49. 3mmol) &4 %
Ml 300mLDMAc 26min, hiA 15g LiCl f5, ¥IES ¥ E 170°C, {# 4% 8min,
170°C Ui 4B ) 77ml. 184> Hﬁ&uiEA%V‘iﬂitﬁiﬂ il P 7, PP AR A -1
MO . IPIEWE 110°C, ZEMA 3. 73g (44. 4mmol) DUKEE, 110°C 4k 4 5y
¥ 30min, WHBEHEE, AP MIKETY, S, PEELHMR, T8 (DS
0.8),

HER-(4N-PERE) THEDRBL Z& NMPAIC SR ]
Aﬁ[zuj

[ 25mL & 1.0% ( BRA¥O FHEM 9% LiCl f NMP WM A 1. 4mL
(17mmol) Py. ¥ & 3.4g ( 18mmol) TosCl f§ 5mL.NMP ﬁ?ﬁﬁfﬁﬂﬂ)\iﬁﬁﬁ,
Bepi 12h J5, A THF Uik ™4, AP KBRE, BUE, T8, B=%, DS
0.7, FTIR: 2810cm 'y (NH), 1746cm 'y (C =0), ¥C NMR (D,0): §=
177.2 (C=0), 50.8, 35.5, 23.3 (CH,),

BEARETFRRER TS BEH R 50 -

# 0.5g ( 3.09mmolAGU, 1.03mmolRU) fin A Hi 56 5 itk 00 22 8, LI &
1l = WP i o 3 Y R B R RERE AL, 50°C, 25 (10Torr) F4i 24h, EEs
RIPT, BILHM, AR A B E . YRS, A 58 5 22 S0 A
14mLDMSO, 48] 3.5% (BB E) W& 28R, H LHEE T 55CHas
35min, WEWHM, FERRTLWHIG, FHMAE 41041 (0. 08mmol) i — )
9 DMSO # ¥ f1 2. OmL (18mmol) 1% e CNME, M FHM LM, ik
SOCHIMIEH BRI 6 K. =W EIA 150mL % F B, i, SH7R MR 18h,
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PLEF4E % Z MRS IR (Spectrum Medical Tk 22 &), #% B BE /R i f& 3000g/mol) 7E
FEMWK oh & 2 £ BF 18h, 50°C 7 P.Os W E %5 (1mmHg) T4 24h (DS
0.10),

SERFERAHRRBE, &£ DMAc/LICI higig& k>

160°C, ¥ 20.2g (118.7mmol) % A + 4 M H H FE (Avicel®) 7
470mLDMAc ¥4k 1h, TERSHEP T FIBPFRZ 40mLDMAc, 100°CHmA 40g
oK LiCl, s, KRGV HEMm. BHABEZHEBRSHS 8C, A
40. 6mLDMAc f1 59. 4mL (427mmol) TEA MBS %Y., F{E 30min § 1 A 60mL
& 40.7g (213mmol) TosCl #) DMAc ¥k, #kgehidt, HMR N 24h. LLSL KK
VIMERGY, 8, BLLISL AWMAKTMESE: BESYEET IL HEP, U
SLZRIBM/KUTIE, tuk. ZMkdE, 50CHZ T, B, DS, 1.36. B89
nRBTFZmAEN. DMSO, DMA, DMF Al —$f /A%, FTIR (KBr): 3523cm v
(OH), 3072cm™'v (C—Hyxg ), 2891ecm ‘v (C—H), 1598cm ly AC—Cxg ),
1500em 'y (C—Cxg), 1453cm v (C—Cgs ), 1364em v (SO2), 1177em !
ve (SOz), 8l4em'd, (C—Hggs). *C NMR ( DMSO-ds): 6= 21.2 (CH,),
59.0~101. 4 (HFH4ERBFYE), 127.8~145.1 (Cgs).

HAERFEPHRE, &Py hEHEASR

B 1omL Z & B i1 A 20mL & 0.20g ( 1.0mmol) B-H 3% & (#f fa.
DDAO. 16) ) H &P, ERIHEI T, 10°CHHE R 48h, HFEE KRS
VIEIAYKAK, PASYES N-ZBEH5E K, i, DKMEREER. T8, 8380
EEGUER™Y, B FWELEMT LS E, 19 DDA0.0, FTIR (KBr),
3434cm ™ 'v (OH #l NH), 1655em ‘v (BERE 1) » 1588em v (WEMET ), 1155~
1030cm ™ 'y CHlE G ) .

JTCERDHT: H CeHisNOs » 1. 1H:0, Big{l.: 43.9% C, 6.87% H, 6.38%
N SEWfE: 43.01% C, 6.60% H, 6.22% N,

¥ 0.201g Bk # g-H5EE (DDAO.0) &% F 10mLPy, [ FRRFHmMA
1. 9g [10mol/(mol H H5C)] TosCl fl 2. 0g DMAP i, HEASHEP T, SEE
f 48h, HREGERSY. HHAEWE A KK, BETTE, K. Z8EER, T
M, 137, DS0.83. FTIR (KBr): 3418cm ™~ 'y (OH #l NH), 1655¢m 'y (B
BeI), 1587em™'v (C—Cxs ) » 1543cm v (BERE ), 1176cm” Lve (80:),
1120~1032cm ™ 'v (MEMEHE), 815cm '6 (C—Hgs).

AARFEPHEME, %&£ DMAc/LICI higig 4 a2
H 3. 0g (14.8mmol) HFEHE (DDA0.4) B F4HF B M O RS B Hm
S00mL = &EM S, MA 100mL & 5% (REAH0 LiCl i DMAc W, 10°C 1
RAURPT . BEHE 20min, [ 10mL BFE K BW (L& 0.3g HFEE), WF A
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7.2mLTEA (51.9mL), 10mL & 9.86g ( 51.4mmol) TosCl iy DMAc ¥ ¥,
10°C, ARG 24h, R KPUIERSY, S, EZTH, 8%, DSt
1.07, JEEAHr: 47.87% C, 5.483% H, 3.89% N, 9.48% S,

HF#KS-N,N-—PFERE1-RHME, & DMAC/LICI iy
%ﬁ[zss]

£ 30mLDMAc #1314k 2. 0g (12. 3mmol) 4 (Avicel® ), 130°CHI#A 1h,
PRGN HE 100CJF, A 3.0g LiCl, EXMBRET, WEBRRELY.
HIREMEHE 10C)E, ZMMA 5. 16mL (37.0mmol) TEA 5 10mLDMAc [
REH, HA 15mL & 5.0g ( 18. 5mmol) 5-N, N-— ¥ 3t { 3t-1-25 5 ik & @9
DMAc, gkSE it £ KB 24h, # =P HI A 500mL B EE, ifak, AP RYESE. &
WM T DMF, WA FRUIRE, SHEEZ T8, =% DS 0.67, 7t %4 #.
6.752 S, ¥l ¥ F DMAc, DMF, DMSO # Py, FTIR (KBr): 3465cm- !y
(OH), 3085cm ' v (C—Hgg ), 2949cm 'y (CH:), 2889cm ! v (CH3),
2836em 'y (CH2), 279lem 'y (N—CH;). 1358ecm 'y, (SO2), 1177em !,
(30z), *C NMR ( DMSO-ds): 8= 45.6, 46.8 (C-17), 61.1 ( C6), 67.9
(C-6:), 75.6 (C5), 77.1 (C4"), 79.0 (C-4), 83.0 (C-3,), 75.6 (C-3),
80.4 (C-25), 72.6 (C-2), 98.5 (C-1), 103.2 (C-1), 116.3~151.0 (C7 ~
C-16), "H NMR ( DMSO-ds): 6= 2.88~2.89 (CH3), 7.29~8.58 (Hyg).

HERUREE, A=PERBESFH RS

Je#f 15.6g (42mmol) = Hl 3L ff 3k &4F 4 K % F 360mL T4 THF, %
17. 36g (113mmol) SO;-DMF ® & ¥ F 100mL T4 DMF, Frig i wim A b
AUEREWP, FWBH 250 FHRESPHEA 2L & 10. 7g (267mmol) NaOH
() R, LB UTIE . AP BRATANVE M. FEHEULIEIA T 500mL A, LB
JUBE, 50°C F % F Rk, 8%, DS 1.13, FTIR (KBr): 1240cm-1p (S0:),
806em ™'y (SO), “C NMR ( D;0): §=102.8 (C-1), 100.9 (C-1'), 79.0~
73.3 (C-2,3,4,5), 66.9 (C-6,), -

HAERRRYE, AFERZBES R

60~80°C, H 2.0kg (7.40mol, DS 2.5) 4 4 % Z ML T 20L F 4 DMF,
WH R 5 L DMF, BERRAKS, BHE 200K, HEF 4L T8 DMF f
1. 05 kg (9.01mol) CISOs H Ziflifin A I b 5wk , AR SE T W 2h, A SBETF
K/DMF R &M 2 =K EWIG. 76 80L Z MMM (5%. JRAR % E) i
MEREY. 20C, PWAE 800g NaOH, 1.5 L kF1 20L Z. BEAGIR 93 1k . 4y
B 900 ZBEEYR. 96% Z BEF K ¥EY, 80°C T ZEMHE, 8%, DS 0. 32. 7T
E#0W:52% S, 6.12% Na,
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2,3-O-MMARRRMER, @il 6-0-WERPARRARK

6-4-0-(4-$PHAR) SXPRAHR

# 6.0g (14mmol) 6-F-O-(4- P FIE) =K RLFHE (DS0.98) HMT
150mLDMSO 2, o] F iR ¥ Win A 8. 9g (55. 9mmol) SO;-Py H &9, %8 H:
4.5h, FES00mL FREPPIERAY, HA NaOH M ZMER bR, Z ki,
S50CEZ Fig, 8™, DSo0.99,

E=XPERH

6 &% T 250mL FBEAY 2. Og 6-F-O-(4- B 3L ) = 55 1 L 4 4 2 W R 2 1R
MIA 12. OmL ¥ EEMR, BEFEIRAY 16h, T8, PR IFFAP, B NaOH &
W, BEW, ZEUIME, S0CHZ T, B7™%, DS 0.99, FTIR (KBr):
815ecm~'v (S=0), C NMR ( D;0): §=102.4 (C-1"), 100.3 (C-1), 82.3
(C-35), 79.2~78.1 (C-4,4"), 75.3~73.0 (C-2,3, 5), 60.2 (C-6),

HERWENE, ERRHPEHHERE

25°C, #5 10g (62Zmmol) S #FE m A 3] 232¢ 85% H3iPO, . 128g (0. 902mol)
POs M1 120g RBEMREW . T2h )5, BOOETFREHRMA, HL SRR
Weo ¥ WILE 175¢ WL, 75g K 158 ZMBNIR W P B FE 20min 5, 38, W
500g HEE/K (3/1, R %E =48, TH, B8, DS0.26. TE4#.
4.5% P,

ERMHRE, TREVHBREMNFESES M

FF 2. 5g (15. 4mmol) JERIFI 15. omLPy IR, 782 SmLPy, ZRTF, B
WUFF A 15. 0mLPy, 1.9mL (20.8mmol) POCl;, IR & ¥ 70°C & i 3h, ¥ )
EFERE, FI&, Kk, MBEWHKERFPIA 5.8% NaOH ¥k, HF pH
8.0, MR ™Pyo R4 ik b ahih, PEXR. T4, B8, DS0.92.

HHRWHBME, & N.O, /DVF higig & at >0

# N2 Oy $E¥EA DMF, H# N: Oy WEEA B 3% . # 100mL k3 % Whn A
Bl L Og SR, Fill, RE WA 15min NIEM. QELE7E T0CHIER R 3h, B &
EFER. ST HFERBOFMUTRESY, ok, FREEE, FUNEEEE,
SOCHZ FH#. ™4 (DS0.55 #FsK. FTIR: 1660cm™1y (NO,).,

FRERWME, L HNO; My PO, o B 4k i Ce66)

0°C, BFT, ADiri¥s 1.6g POs A B 40. 0g ¥ 9 90 % MEEh , 18551
M LAME, UEBATEBREAS®R HABRETZHE. WA 1.0g
(6. ZmmoD £ 4 ¥, K B 20min, 4 Smin & 2 — ., T, ¥ =P H A DB
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(10°C) 7KK, BiHE—BE., BAMEK NaaCOs HHI, K¥EEY=1; EHEMK
AW 20min, A E; 7E SOmL BB R M 10min, 38 50°C T4, B,
DS 2.9~3.0,

HER=-WHRE, RRARSMER

ERFFIREG 20mL AR MMM 20mL @ P L, BHZFE 0C, A
- 0.75g (4. 6mmoD) THREHER, M/RMHE, BRERASY 30min (M F ol KMy
EFHER MR B DP AR A LR A9 5 B (8] 5 ZE 4 90min) . FH B8 4% B B ook ok R o
AR TR = BEEE, L CHCL BE =3, FLAE PR =8, 40~
SOCHIKYE—il, B/G AW BEVER, 20CHS T, BEX =M. ™9
DS 3.0,

HERWBREOHSHBRERE >

[ 0. 3g £F 4 ZKBEBREE P N A 6mLPy. 6mL P8 BFfl 50mg DMAP iR G ¥,
fE 80°C [ B 24h &, # MR HEEE, LA SomL Z MM, &HEE=wE T
A5, PRLL S50mL ZEEULRE, PLik—2baifh: 38, Z BIvEk, FikE T 4.
DSwmem 1. 49, DSgma 1.50, FTIR (KBr): & v (OH), 2910em !y (CH),
2854cm ' (C = Ogx ) v (CH), 1758cm~! (C = Omx ) v (C = Omgz )
1737em™'v (C =Ogx ). *C NMR ( DMSO-ds): 6 = 173.9 ~173.1 (C ==
Ommax)» 157.3 (C =Omgmpm )» 147.5~112.2 (kg 2R ), 100. 6 ~ 62. 6 (2%
RU), 27.2~9.4 (CH3;-HMEE). '"H NMR (CDCl3): 6= 7.56 (H-11). 7.20
(H-9), 6.50 ( H-10), 5.00 (H-3), 4.85 ( H-2), 4.42 (H-1), 4.38 i 4.08
(H-6), 3.66 (H-4), 3.53 (H-5), 2.04 (CH.-NER#E), 1.06, 1.03 (CHs-2,3-
A EERE) .

EWENLPELKg

RS BAERAT, ¥ Smg ZHEEE T 2ml = W 2EB%MRAE, FEMIA 15mol/mol
& OHHy 2, 6-ZHKUT ZEMEBEF 20mol/mol A7 OH h = 5 S5k 86 G . il A8 I
SbEE ah CHFHREE. 60°C), MAZMFAK, BERE, 28, AR EOH 8, 1
Sephadex-1.H 20 H: 43 @ alifb 4 AL (L ZAERE, PN EER. =9 DS 3.0,

6-2-0-42HAE) ZXPEAFHEK, & DMAC/LICI h 1548
%ﬁ{-ﬁiaj

150°C, #iE# 1.0g (6.2mmol) £ 4 & F1 100mLDMAc iR &% 30min,
100°CH M A LiCl, #SEH &, Fi, #HE. 10min PI3EIN A 2. 2mL F 4 Py,
20min W I A 5.7g (18.5mmol) # F 50mLDMAc f# 4-%-H WE=ZFEXLHA,
70°CI B 24h, fE W BEhUTRE ™Y, i 08; % ™% % F DMF, 15 F o P e
R, T4, ™4 DS o. 98,
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- EDMAcAICI &2, 6-=-0O-—HE (2,3-“HETE) Z&i
o
H 30.0g (185mmol) £ 4 E &7 F 750DMAc h, 120C ik 2h; B HZE
100°C, fMA 45.0g LiCl, =i, BHEZBREYTZLEMR. 1 60. 4g (888mmol) 17 R
MEIA _EREEW . 25min H3EAD A 154. 4mL (741mmol) TDMSCI, 100°C, #Wfkm
L 24h, FHRGHEA 1L BRREsE W AL WK P& 7. 14g K. HPO, Hl 3. 54g
KH2PO), VTR, Al SL ZB1MKBE k., FFLL 2L Z Wb, 100°C B2 F 4
12h, 7§41, DS 2.0, FTIR (KBr): 3500cm !y (OH), 296lcm 'v (CH).
2873cm ™'y (CH), 1467cm 'v (CHy, CH:), 1379cm "' (CH3), 1252em™!
v (Si—C), 1120em™! v (C—0—Cagt ), 1078cm™~ !y (C—0—Cxcu ), 1038em !
v (C—0—Cacu), 834cm 'v (Si—C), 777cm v (Si—C),

ENVPNH; R &R 6-8-0-FB 8 (2,32 HETE) BEH
*.‘L'azﬂ

B 16.2¢ (100mmol) £F 4t % B % F 65mLNMP th, 80°C, MRS 1h,
FR G HZE —25°C, A 80mL BE KA NMP, BHEAY 1h, 2
A F 40mLNMP f 39. 25mL (200mL) TDMSCI % ¥ , —25°CHiE ¥ 45min, H
HREVEBARE 10°C, RiRTH, FLES0CHH 6.5k, 50 BB 19 7 o
BIAAL B (pH ), RS, Kbk, f£<<0.1Torr, KOH H## T,
H 25°CHeLe TR F 80°C, LT AT PRI T NMP, 7528 oh s i oh TR
Uik, H—aitk, TH, 8%, DS0.7,

¥ DMAC /LiCl R &R 2-O- R E M B & i >

] & 2. 5g (15. 4mmoD) JEMMY 4.3% ( FHE % F) DMAc/LICl WEWE . PEFE
A 7.4mL (53. 4mmol) TEA #il 5. omLDMAc MR &Y. R HZE 8T, 1E 30min N
B IMAET 7. 4emLDMAc {1y 5. 9g ( 30. 8mmol) TosCl, 8°C., Ak 22 8 P B
B 24h, JCRESERUG . IR 918 @A To0mL Kok, i aE, M 2. 3L 7848 /K fn
250mL ZRE/NC e . KR T 120mL N, £E 370mL BRI FDLEE, i
6. LPEUEH, 60C % T4 8h, ™4 (DS 1.35) o i F %M. DMSO, DMF,
THF #1 Z % 7N 3f. FTIR (KBr): '3488em™'y (OH), 3064cm=! p (C—Haxg »;
2943ecm 'y (CH), 1599em !y (C— Cxs )s 1495em™ ! v (C—Cpg ), 1453cm !
v (C—Cyg)s 1362em ! p(C “Hyw ), 1362em v, (SOp); 1176em ! o, (80, ),
8llem™ "8 (C—Hyg)s *C NMR ( DMSO-ds): §=21. 1(CH: ), 59.8~093, 7 (JE B
HH), 128.0~144.8 (C—Hyg); 'H NMR ( DMSO-ds): 5= 2. 4 (CH3), 3.4~
5.6 (FEMTEH), 7.4~7.8 (Hes).

RBFEXEMRE S, & DMSO hiyiga
# 0.14g [0.61mol/(mol AGU)] 3-8 & 3-8 $-5-3% B1 Bt-M 15 1 0. 10¢
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DMAP, fi AEI% F 3mL.DMSO f# 0. 10g (0. 62mmol) ¥EREZ B, 7E 30min M
BEH#TMA 0.30g DCC, TR, BEFET N 48h, MANTEB B S YUK, B0 5
B SrEL 30mL P ER A 30mL KWWK, WH TR, SAGCHERARFTER
ERBEREZBE, DS 0.20. PC NMR ( D:0); 8 172 (C=0), 64 (EER L C-
6'Ff1 C-5"), 28 (CH3),

SR 3-(2-k ) HIHNMEME, W CDI B &% 4&%%E DMAC/
LiCl ¥4 & k' >

63 F 20mLDMAc ) 4. 3g (31. Ommol) 3-(2-BkWi3) PRI, A
5.0g (31.0mmol) CDI, 40°C, #if # 24h, B A lg (6.2mmol) £ 4 % 1
DMAc/LiCl #5#. LLASS 9 B 55 52 28, 60°C it #E 24h, 7 250mL 2 B L [ e
W, ik, Ll 100mL Z WEPE ¥ =, 45C B2 T4, =% DS 1.14, FTIR
(KBr): 3490cm™! v (OH), 3132cm ' v (C—Huw )y 2932cm~ ! v (C—H),
1711em 'y (C=Ogx ), 157%cm 1y (BEWEEF), 1233cm 1y (C~0—Cp ), 3C
NMR (DMSO-ds): 6= 165.3 (C =0), 150.1 (C-10), 145.8 (C-9, 13),
131.6 (C-8), 116.5 ( C-12), 112.5 (C-11), 102.9 (C-1), 99.8 (C-1), 72.3
(C-2), 73.9 (C-3), 80.2 (C-4) , 76.3 (C-5), 63.1 (C-6,), 60.2 (C-6), 'H
NMR (£ABLfiTES T CDCly) . 6= 7.82 (H-11), 7.50 (H-8), 6.87 (H-
9), 6.57 (H-10), 6.23 (H-7), 5.56 (H-1), 5.00 (H-3), 4.85 (H-2), 4.38
1 4.08 (H-6), 3.66, 3.63 (H-4,5), 2.04 (CH,-FBt3), 0.77, 0.93 (CHs-
2,3-IABEIL) .

HHER A - HE-18-5-6-8, Ll CDI B EREHEA R

] 20mL & 5g (14. lmmol) 4'-ff B % J-18-5&-6-fk i DMAc Bk, A&
2.31g ( 14. ImmoD) CDI # 20mLDMAc ¥ ¥, A 24h, ¥ FRB S A
1. 0g (6. 2mmol) L 4K ) DMAc/LICI R, HEHSSKAT, 70C, Bk
MR 24h. 7E 250ml ZREPUIRET=Yy, i3, B 100mL Z MEPER =8, 45°CE
ZFH, P DS0.4, FTIR (KBr): 3410cm 'y (OH), 171dem !y (C—Opg ),
1599em 'y CRHf4H). “C NMR ( DMSO-ds): 6= 165.8 (C=0), 113.3,
114.8, 148.5, 153.3 (Cxs), 103.2 (C-1), 80.5 ( C-4), 73.2~77.2 ( C-2,
3, 5), 69.3, 70.4 (M CHz), 62.4 (C-6,), 60.9 ( C6), 'H NMR (4 ik
i F CDCl) : 6= 6.89~17.55 (Hgs, H-9, 10, 13), 5.00 ¢ H-3),
4.85 ( H-2), 4.38 # 4.08 (H-6), 3.66, 3.63 (H-4,5), 4.14 ( H-14), 3.87
( H-15), 3.44 ~3.69 ( H-16~H-18), 2.04 (CH,-P@E3), 0.77~1.17 (CH,-
PR .

i ¥ B R0 -
PIFE AP 1.7 Lk (PA 4, FLUKA) 1h, BWHIZE%RE, 7ERZIEHE T 248 b
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A'60g ( 370mmol) Feky (WIBLHEE KR, EHERERARLF), REHR 1h,
Fil, BiHEnd, R 37°C, A 0.5g CaCl f1 0.005g ( 130U/L) B &EIEH
i, B¥ME 130min 5, FHEZE 110°C, {#4F 20min, {#iEE4IE. EEERZRE LI
srok. BEHT, BT, % Mw 4. 60X10"g/mol,

REERAR |
# 100mg 5ER B F 10mL0. 07mol/L HCl, =i, HF &, HimA 3mg
NaNO:, ZiTRAF 4h, WHETH. :

ﬂﬂ%kﬁﬂmiiﬂﬁmmﬁﬁmﬂ

FEi, ¥ 0.5g THREZHWEE 25ml. HE/KIREH (1: 1, B dEik
24h, MMA 12. 5mLlmol/L KOH Z MW, EiRM$E 24h. UM B NS RN, B
0. 5mol/L HCIl & & ot B #i. fn A 2mL0. Smol/L 3 & HCl, 24h J§ Il 0. 5mol/L
NaOH &€ . BlEL R, it HEEE BN P HFEN SR (Ll mol #
A~ BETHE.

DSe —  MKOH)M, (RU)
& m.— M, (RCO)n(KOH)

£#F 2 KOH) BREEfE 2L B BT il A S B, mol;
M. (RU) ——RU fBE/R IR &, HBHN 162¢/mol;
ms——EmiE, g;
M, (RCO) SIARGEEMEE/RBiE, g/mol.
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