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R T BB R4 &7 %

IEARAR I

RE B —FE T AW E WY AR 48
&7k, BHIEREA M-BOF RARE A AL RA, @
KRB AA T RAT R B AR .

7 BE — BR 09 31 4
WERER. it

HEEA

KR ERBE R TABENSANECE LI ZHEN.
PRI AR BE BB W oA R B RAT 2T 5 T RAF,

T RAT BB S 454 F F , A b E 4% 8 8 ( D-mannuronic acid )
@it B-1A-BEF 4B meg M K. & FAEBR (L-guluronic acid)
Bt a1, 4-4BFHAEE B R G B, R BIXHAELAHRY MG
B, e X e T AT+

(M; B-D-HEAEEE )

(G; a-L-F FARBE ) |

M EAn G BT ANBAERBR Y 4B, 8 F 67 & Tl R 24
HAy: BEEBRMTERETRIARYEBRRARF FHHBMGR
LB, ROSBHELREFNEE, TURFEFIHREF FHER,
H— AR T AT B SE A 900% A L3 RH BB (Tt AR
“MEF R ), Blde, TAILF E %A ¥ No.98806637.8 vA &
CN02823707.2 Fr# 55 69 7 ik .
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REEHE AW T E £ H) ®3F 200580009396.5 & £ H %+ #] US
8835403B2 MK T IR K H EMEBNITAY ——HEBB —_RELA T E
HAME, ZHEBBR _RAORK S IETEI W TREFAZR (1)
R, PPARGH EABBEBR 2 AR B35 00 EAE BB Cl-1nB 2 AL A%,
HA.

HOOC
HO o | o o [0]
HO. OHO 0 —
HOOC (9) n HOOC 0o
HOOC
Ho o OHg HO COOH
HO OH o OH
HO
HOOC 9) n HOOC OH

LR BT, TG RAH A AR AR SR, BP3E
WX A, £ EE A US8835403 Fr R A T &b 7 ik, A4k st
Z T, FREBDIKEH BB I AR T, EdhKEd
BRL 15 4P 2 2 I at, #EEA Cu"EFAHAERMAMANEMNEBER, AR
WAL E Y FAL BARITIE, IR A TR LB AR,

REABEMAERFT ABBRGA L EZ LM, ZEXRETUASKRZ
R, F— AL DAL BELAIL: LBEH T EHE A
96119169.4 KA B F A8 ; £E 4 5962286. 5,017,485 #=
5,190,869 3 R A AR AL W & B ik & & B A A BR; F) B MR AALEE K ) e £
E % #] 6,942,997.5,897,995 #= 3,935,071, % — £ A £ B AAL:
% B £ 4] 5,132,452 4= 4,843,173 ¥ Rk A A2 BB & B A48, &
ZRANFRXAN: NEAKELRERHNET HER, PEEHF
2011103384029,

VA L6 sk ik ARG E R A A AR E F R K, R
AR, TEBBANEGRE, LEHINELERY,; A8M4LAK
BEKEFIE 100CEE0 SR, SRR S, FEME (<50%) .

KN %

ALK PAANK I, BT 45 R EAA], K KR G T R IR,
HBALAT A RAKTR A BB R R Lk E e, BIRE Y, RMEVAE
& = =T AR A A N R E Y T B R LB E R b FFAF B sk R LI,
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W R R B Rk, TR, FF. wEHERAREEE.
SRR VERER, Tt —FBTENRA LB F R ZN, Bl
g,

ANE P EART B—F BB SRR BB 8 7k, @id R
B M-E ¥ B ARAE 0 Bodt, B M- a4kt —F M, BR MK
B (Kb EMA “REFEBBERLR” ), REWUWEZ M BEEH
JRFE, RAKRERARBR L F RGBT AR BRAER LR FT AR
Z AR 6 BALH), RO A AR EAR R R,

AEP G —A T BRE—FIRRE BB R 5 &5k, it
EARIRH AR S 28 B4 2 A 60 BAL R T F B, #H A, 7T A
TAREAHAEFAF L GRAK, BB, KEB. KERHE. B25F
BERBBRIL . RE L5 RARE AL, XL AF @ TE
BFRREBRE TRMEA. EREPN—ANERFTEF, AREHR
TR EAA A/ KRR R LG ERAE AR RAKR T SR
B 49 1.0-2.0 42,

AKPHH—AFERETBTLETRALHREF (BrO)
RERQENANER FEALZREEERE S BT AL,

ALK AR AR — BR 69 B &5 ik T oA R A IR Fe 0 R &
HEI, SR, REZH—FHIL, KETE 90%A L, £ EiK
95%A k. REAPAHENMR R ERFRE, TR TFTETEE, E4
REREGREREAP, REESTFEING LS, Frdisk
R T, BERE, ESRMAEHE.

AR
B 1 AALI G FEA M B ERG A R3ER A3 ("H-NMR) .
B 2 iR K BAAF BRI B4 B — #4249 SEC-HPLC B,
A 3 2 REEAFE KR EMEB — 8¢ SEC-HPLC A,
B 4 & NaBrO 2L 2R H E A5 B — 8% 49 SEC-HPLC H.
B 5 R ANE LR SR 40 EALAF 2R R H R B — 8 04
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SEC-HPLC H.
B 6 28 -k FER AN B DK IRH E 4B B — 82 ¢ SEC-HPLC B,
B 7A A= TB 5 3 2 H 548 B B S5 4B 204 BT B 49 LC-MS B (3%
8K R B BRANEAL) .

FLAR 556 5 X

A PAE R 6 KB “44” RISEFFISBAGE5%TE AR, K
LT ET, ZIREPIG BB G3% AN, EEREY TS
Y, RBEFEHBMAGEI%TE A .

M EX F 18] 4R 84 4] &
ARERFRAGRF M BEPIEARTABTIA AR O4oby 5

kA&, Blded B £ A ¥ No.98806637.8 KA K CN02823707.2 Fik

Bk, R ETAR LY RS G 35 Rt

 BEBBRBRAR T TEBBRYRSSE, ROSEBERZBERREERE

LF R E FAERER, d— T8 T AT B 45 E K 00%A L6934+
EAE R,

RIFZ T HH S M- F R EA 2 10KDa £ 89T %, 4
MZAZREEREAE ('"H-NMR) #3E, LB 1, A—AN B4Ry 5 £+,
MR R B P AHME 4.5ppm HERA —ABER TS, )2
B A EAE BB C1-1249 'H, 3.5ppm ~ 3.9ppm X 18], A 4 NEE S,
V2B A C2-C5WAHAE S, ik F MEFRIKTUAEAFT
—HF R

MRS ERFEF, EHATELPAY M B KRGS E
A 60%¥A £, HKik 70%VA L, 8% 80% A L. o F &5 E 4 1-15 KDa,
% 2-12 KDa, #ALik 4-10 KDa.

M B BB H &
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RA M BT AAAEA FA, HLBAITRIEMR, TAKRFHAMN
B MBEEE. B MEBEFRRETKEY, BRASKRES 15% (wiv)
VA B89 R, R T AT BRI fF . AR b, BE ) 69 8 BRE  20%( w/iv)
vA L, B 25% (wiv) vA k.

ME, #Himty pHAP EBRM, KL 5T, FHL 40T,
RMLEISUUT, THRGETHTER, ARLSINETER.

BR PR A2 308 & /B 1 T H#EAT. 3B 2h 95-150°C, 4£i% 100-130°C,
F AR 105-120°C. EH 4 0.10-0.50MPa, 4£i% 0.10-0.28MPa, £
% 0.15-0.20MPa.

fefif g ey R AT IR G, AKX A TR, ARFT IR EIR,

MEEBEOLASZBEZTZHBNESY., £F, A F_HBE+ =4
RN ESIT, —-WREAHY 40-60%, ik 50%, LE+E
A8 Ay 29 30-50%, ik 40%, +—E+ ZRAEHA 4 5-15%, K54 10%.

YO L EE AL

¥ ATk FRAF T IR M R EAE R, R AL A GIEE
HEMER B, R AT BAF A AR BT, BRI, Xk
A FALAI R BRK. R, RIEBR. KREERE. BBETFRELAAR
hageas. AL RARE ML, BT AEBMLRALBILE T
RFEE, KRR F EF ARG A EBRETUERFIRE PRI A
R A EINB L R Z AT I &

XL —ANFTFEFR, B EKRBEED BT, 2K
A TEF o0, TAaE FARSE, BF T E0EKKEA 3%,
RCHO + Bry, + 30H —— RCOQO~ + 2Br + 2H,0

BEARRPG—NERFTET, BALEBREMEDEND ., K2
25T VAR KGR BRANFa ) BOK R BR AP, KGR BR BB i B R AR F IR
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B Ak R AL B &, Blae, RAEIE S NaOH X KOH 45844 4] 4.

PAKGRBRAA A B, e bt T0 BALR AL F 5 X2 4 T
Br, + 2NaOH ——— NaBrO + NaBr + H,0 (1)

RCHO + NaBrO —— RCOOH + NaBr (2)

BEREPAH —ANFERFEY, KERETUETLE LY E
RABRARK LA ER L 4G #ATRALH) &, R idA2 T, RERER
Akl LEEREHINLARE (RWUA Bro R ), AR AT,
REAE ., VARABRANA B, PrtiTe B EILF F X4 T

r- 2

RCOOH + NaCl

RCHO + NaClO

Reaction Mechanism
Clo® H,0  RcooH
2Br

Cr RCHO
Br. BrO+ Br
2 OH >—<\ H,0
RE, BEA—ANFEHRFEF, TUERLKELEBRARAEER

SR, BRALARKGEERE ., RV KREABRMNAB, R XA TF:
RCHO + Bry + 30H  ——— RCOO" + 2Br + 2H,0 (1

RCHO + NaClO

BHET, MAWREAT IR RAKR T EBBE, 5+
BEARBT, 23 F X TASEENK AR S KRB 6 B4k 4
BN, BE|RE T MK

RCOOH + Na(Cl (2)

REP G BT REATH pH 1A A 6-10, ik 6.5-9.6, F4kik
7.5-9.5. K& B 44 B0 F BB AT 6408 E ik A 0-70°C, #4814k 10-45°C.
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By b ) B 69 AR T EAR B BR VT VA AT S AL, e, FTAAE A B,
W LB, FEFRITRE, REBRNEERE, —KBR, SRk}
o B BRI, Rz R T IR, RAFHRZ R R T Efem — 8.
e BRFALE—FIRET P RGO, ANBRE R ARG, T
VAR AT AT I EAT R A AR BT H R R L. X AE R AABBEARAA
NPT ekaty, FBIT AIUAL AP T F Loy L),

AEPAH—ANFrmBEET BT B FRALEBREF (BrO)
ARAERGENAER TR REEERAE ZAEFTHA R, PR
FALH L BR, RIE. BEAERKERLGREN. £E LSS
KA A. VABGR R A BN 404,

BE—NEHRFEF, 1P AR R M FENERE S 45 0L R BEIR
8 ClAZBR R S F 4 B AR FAL B, & AR AR R 69 4B BR R & 48 —
R, E—NREFTEF, LFPHRAERBEEERE B LB TESE
BERR L THER, HERTEBRS

A E BRI AR B AE VA T AR TR A M 69 64 b i — H S4T30, {252
) R EARAA BRI A E, AR R e A0 5 R R SR AR A
RE G FA, RAFFAIEH, KREA T4, s, FolEFin
R Et.

5 36
LA 1:

FTH1) : MEEEGHE

AREX 1500g M-EX P 4K, Ao A8 KEMR G, Bk 7500ml 4R 64
R, FIRILERE pH £ 3.5, 4R E T, #ANGHERE AR Ik
110C, &% 3.5hr, A4, R, #EBEREMNP RS, 60CAZT T
FrF, B M-FLEAE 1515g.

R & HORA €35 - RSB A (HPLC-MS ) 3+ M-B EAE #4772
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M4 . HPLC &4 &%+ Waters ACQUITY UPLC BEHI125 SEC
1.7um, 4.6x300mm; AZ48: 50mM NH4Ac i&T 20% F 85 -7K, ik
0.1ml/min; AR E: 1mg/ml; #EEKRAR: Sul; HBAEE: 30C;
¥m 5. DAD A E, 210nm. /&4 Agilent 6540 QTOF; & -F
JB: ESIAZEE 120V; A& FAKX.

B R4 3] 09 M-BLEAE S 3 AR EAEBER, L 4B 2|+
ZHEhE, BT ZEGREIT LT R G EFHRS,

FIR2) . ARFAERE R H &

B 100g Lk F ey M-EEAE, AN SL 693 BEAM T, 40 1L &
1K, m N IM Na,HPO, 1L, A K 3 #F pH £ 8.0. £i& (20C)
BT, ERIAN 3%REN R BALIR K 33L. 10 54F AT A G,
uk Bt EE 2 BB R KA

¥ BRL B 6 RBAANEAR AL 95% LBR ey BHAR T, HMMItHE
#E l\hr. %ENEE, Wb EdE, TEWNEZ OS%NLEHK, K
ETEHEBEHKRY, LZTRMABRETE (60C) 1208, BFFT
MR B 6 Gk — — AR AR —BR 125g. Rl VBT R AIRRH
BAERE B, HHARTAH 5.0g, mAKER, B 0% IERE, &R
B 4-F %4 1000Da ¢4 M REMBLE, BINHREEE, BLESE RS
FIE, MHIF 3.8g. AMAAR B4 BA 100g M- EAEF 4+ H, Bl
TR AR EE B IFE H 95.0%.

K & HCRAR &R R B R AL (HPLC-MS) st BRI & FIRE
o F M AT M54, HPLC &4F: &84 Waters ACQUITY UPLC
BEH125 SEC 1.7um, 4.6x300mm; Azh48: 50mM NH4Ac & T 20%
WEE K, iR 0.1ml/min; #deiKE: Img/ml; #HARRAR: Sul; AR
85 300C; ¥ 2. DAD £ %, 210nm. f#E44F: Agilent 6540
QTOF; % F#&: ESIAZ W/ 120V; fi B THEKX., BARETRA
XF 95%, AEEMS| B LA, PLEBERET KEo0)—4Ff )
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TN, BAL IR BB B 8 2+ = B 6 R R AT L
LESEE B
k1 R EAR B BL AL BAL 4 64 R R
IRTRAE B BR m/z 1B5)2 R | IRRAERE R m/z (Y
35 739.14 | [2M-HT — 3 771.14 | [2M-HJ
" 369.07 [M-H] — 385.07 [M-H]
_ 4 545.10 [M-H] -y 561.10 [M-H]
- - 280.05 | [M-2H]”
721.13 [M-H] 737.12 [M-H]
i 360.06 | [M-20] = 368.06 | [M-2H]"
897.17 [M-H] ) 913.15 [M-HJ
S 448.08 | [M-2H]® S 456.07 | [M-20]"
gE 1073.20 | [M-HJ 3k 1089.21 | [M-HJ
o 536.09 | [M-2H]" e 544.10 | [M-2H]"
124923 | [M-HJ 126521 | [M-HJ
S 624.11 | [M-2H]" i 632.10 | [M-2H]"
712.13 | [M-2H]" 1441.28 | [M-HJ
AR AN 720.14 | [M-2H]"
1601.97 | [M-HJ 1617.30 | [M-H]
HUHE 800.14 | [M-2H]" FAE 808.15 | [M-2H]"
53843 | [M-3H]”
888.16 | [M-2H]" 896.17 | [M-2H]"
T T 597.11 | [M-3H]"
iy 976.17 | [M-2H]" i 984.19 | [M-2H]"
T—%  ["6s045 | [M3H]" T 655.79 | [M3H]"
1064.69 | [M-2H]" 1072.20 | [M-2H]"
+ =45 709.13 | [M-3H]" + =¥ 71447 | [M-3H]"
535.60 | [M-4H]"
115270 | [M-2H]* 1160.72 | [M-2H}"
+ =45 768.14 | [M-3H]” + =45 773.15 | [M-3H]”
579.61 | [M-4H]"
%) 2:

B 100g 0] 1 P &40 M- EME, RN SL 838 BRAR T,
Am 1L RABKEM, A 1M Na,HPO, 1L, AR #H B pH £ 6.5, K

AR E 40°C, I, BB 3%RENTH L4LEK 1.7L. 10
AR I AN TS, B 3 NS, An 2 AZIKAREY 95% L EE P Ak

9
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B, &g, WERAEEKERE, TL—KRBRBEE, R
RERGEAELZTIRAT TR, FHEHRKEKR 9%6g, FE4H 96%.
HPLC-MS 4-#7% Bl KM L 69 48 A%, R34 F) 32564 1, SEC-HPLC
HHTEE R ILE 2A.

=) 3:

I 100g Eap) 1 F 4] &69 M-BCEAE, 0\ SL 893835 2 4r
An 1L R KERE, FmA IM Na,HPO, 1L, R #%88 pH £ 9.5. £
KIBGAR T A FokAIE 10C, Bk, LB 3%RE QT Sk
B ATL, 10 4P AT VLE, SEHIE 1 DB, m 2 424K
4 95% BRI R, MR, RIRAETKERE, €5 —
KREEBNE. WRREEETTERMF T, 1348 &3 K B4R 94g,
HEAH 94%. HPLC-MS 547iZ BARMR %, S8 EHR £k
%] 1, SEC-HPLC 4-#74: X LA 2B.

E P 4:

¥ 1 FH &6 M-RFEMERE 100g, AT 500ml 1M
Na,HPO, £ 4 i ¥, /A pH £ 8.0, AKRKSFHIAEA I, R
JEIZ AN 100g (%) 35ml) &g (FE, ©8>99%). AEARE
# Ry o, AbAm 6M NaOH £ &, A pH KA, 424 R &4 pH /£
7-9 208, FREEMEATE, BRAKKE, £ (23C) $#t4# 1.50r
J&, 2 AR OS%UTEE P AL R B, AR F MR, SR A E K
BRE, TE—RBABRME., ARREAEZTRMAT TR, #BE
PR EAR 97g, FFERAH 97%. HPLC-MS 9471 Bl AR4 JR 64 40 A%,
RIS &AHE 4P 1, SEC-HPLC 4474 £ JLHA 3A.

LB 5:
¥xzsbp 1 FHE 6 M-EREMEICE 100g, % F 500ml 1M
Na,HPO, & # &, L BRif pH £ 6.5, FERKEFHRIFAEAZI, K

10
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JEER AN 60g (£ 20ml) &k (FTE&, ©F>99%). EHANRELY
Fl&, #bAm 6M NaOH &%, A pH KM N, 54| K &4 pH £
7-9 Z W), FREBMTATE, BRAKE, KiEHmME 40C, B
F 3hr B, A2 ARG 95% LEE P AL R B, HAEF ML, TLIEA
EEREME, THLE—KRBILBENE., ARRBEAEATTHRAT T,
F48 &SRB IR 94g, FEHH 94%. HPLC-MS 5#71% B4R it ¢4
(AR, FILME EH#P) 1, SEC-HPLC o474 £ILHA 3B,

L4 6:

FxiEp 1 FH &6 M-EEERE 100g, &F 500ml 1M
Na,HPO, & & ¥, w88 pH £ 9.5, FkAKSFHIEAL, A
EARAN 150g (45 50ml) &E& (FE, 28>99%). EHANRE
8 R B, AbAe 6M NaOH i€ &, A pH X440, 54 R %6 pH £
7-9 Z 8, HREFAMTAE, FBRKKE, EKEEF mAEETR
Pt Z R G R L IKE] 10T, FRAT AN LK, 128 E 424 £ 10T,
WA lhr B, An 2 124K BREG 95%BE P IE R, 48 iR, IR
REFKERE, T —REBERBE. REREEETTRA T TIE,
134B E YK BEIR 93g, 3R 44 93%. HPLC-MS 4-#71i% B K4/ 44
AR, FEAAERE e 1, SEC-HPLC o474 £ ILH 3C.

F ) 7

FEmEs 1 F4 &40 M-BRFHEIRE 100g, &F 500ml 1M
Na,HPO, %+ &+, M8 pH £ 8.0, KFMEEBER, i E
6M NaOH & 100ml, KIS A2, Rk ERKSEF L, R
B, #38 NaOH 2k Ao il i 40 B & KR BR 4N, KIEB4hA S
M-BEAE R,

BAREBRMNTE, F2ETHE, A, MRAAERLEY
REFE: UREFEE L TR LIRSS E A Fo i B
R B, A5 A A 50ml A= 100ml, F+F0 54 A A 48K, NaOH 5% A

11
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BB BIL BT F D% HLEFRA, A%S5 3 A Sml/min Fo
Iml/min, BB ER M 2Z A 6945 FiEAN-10C A %, NaOH &
BB IRERAREE A TR —BRIRAGE, & &H NaBrO & 7 5
HEAFZARBLEZBFT, ERELEBTLHREAN M-EEHEEE (A
%4 10ml/min) B, BB A& TR THAT, FYREBEH EBBE B
A BT % B 4G H iR 4 16ml/min. R B RIKE £ EA 800ml 95%
LB R RARF .

BTG, BT T EEHESRLILE, miEERIER
G, BHE—KRBERBENE, ARTRAFTRETIE (60C, 12hr), #F
90g B & B4R, FELHH 90%. THR=H:I YV & FH HPLC-MS 547,
SEC-HPLC 4-#74 R JLH 4A.

%4 8:

Kz 1 FH S M-BREERE 100g, ET 500ml 1M
Na,HPO, & & ¥ , i 3 B f pH £ 6.5. Bt & 6M NaOH &% 100ml,
AERIKIE P A3, RS TA . RN, st4e NaOH % i&
Foif iR TR BN A KGR BRAN, KOEBMAL MR EAER .

R E B %34 7. NaOH IR Fo ik iR NR AL B A )RR S
A A 3ml/min #= 0.6ml/min; R % B P& M- EHERRZRAES
10ml/min, ZE KA & KGRI HIREH 40C, FWIKRE S EAER R
MGRA B G R B e R iR A 14ml/min. R RIKE A XA 800ml
95% LEF AT . R T ARJE » R T T EH &R E,
it FKEME, EA—RBLBRAE, REZBELTTIRMTAE
FI& (60°C, 12hr), #F 93g BEEIK, FELHH 93%. FEFHI
v & Al HPLC-MS % #7, SEC-HPLC 4-#74 R LA 4B.

L #45) 9:
¥z 1 P& M-EEBRE 100g, &-F 500ml 1M
Na,HPO, % ¥ & ¥, ML pH £ 9.5, /53| M- EM %, B E 6M

12
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NaOH %% 100ml, KRS T AL, BiELARKEFFTA, RE
BF, 64% NaOH R A RI2 AR A RKEBR4N, KEBMBSL
M-F A BT

B R ER E#H) 7. RAEZEZ AT NaOH 5k Ak & ik 55 A
7.5ml/min #= 1.5ml/min; B A % B % M- B85 % A& 4 10ml/min,
ZRAEALE 10CHERBTHIT. "URRERETEBER _BMARSREE B
T8 A AR A 19ml/min, A R EEEAR 800ml 95% T BE 64 B AR
F. REZRGE, FRAT T EEBEDIRTIIKE, miEEKER
B, B —RBERBN, REARBEAZTRAFTRAETE (60T,
12hr), 15 94g 78 & B4R, FF R 294 94%. F)% 5 %IV &l HPLC-MS
447, SEC-HPLC 4474 R LA 4C,

%34 10:

Froras 1 FH &6 M-BREAEIRE 100g, &EF 500ml 1M
Na,HPO, & #H & ¥, mHLEBE pH £ 7.5, mAEL4h 20g, BEIIEM
J, EER (18C) T, EmAKABS (FE 13%E%& ) 50ml. K
BAARE, BATHIAORE, RE—KREEE, RERE. R 3D
G, REEEETE.

4 B BBINEA 600ml 95%LEEMY AR, RE, #E4HE.
T ERMEEKIERE, B 2EERBE 95%LEEE Z K —K, 60C
AZ TR T BETR 12hr, FREFBE EIK 972, 1FF4H 97%.
IV & A HPLC-MS 4#7, SEC-HPLC 45474 £ LA 5A.

34 11:

¥Esmps 1 FHEG M-EEAERE 100g, AT 500ml 1M
Na,HPO, & A& ¥, i pH £ 6.5, fmAiE4ib4h 20g, HIHEMB
B, B A0CT, #EmAABRM (TE 3% ) 25ml. R A& &4
€, BETENOTE, RE—REN G, RERE, RE 3 DG,
REEREE, ¥RALBREIANFEHA 600ml 95%LE AT, B,

13
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HESE, TERMESKERE, B 2124K56 95% LB & 4 7%
—K, 60C AR TR FRETFE 2hr. THREFBEREK g, 1F
B4 % 90%, BV & A HPLC-MS 4-#7, SEC-HPLC 4-#7 4 & WA 5B.

KA 12:

FrxEAH 1 FH &6 M-BEERLRE 100g, &F 500ml 1M
Na,HPO, & 7F & ¥, A 88 pH £ 9.5, mAugib4hn 20g, BIEMR
G, £ 40CTF, EMmAABRM (TE 13%E&) 75ml. R A& &AM
€, BT NaAFE, RE—KREE, ek, R 1 DIE,
RERFFE., BRERBINEHR 600ml 95%LEE BT, R,
BHESE. TERMEFTKERE, A 2R OS%ULEE LI
—K, 60CEAZ TR FRETE 12hr. FHEFEEEIK 96g, 17
F 2 H 96%. BV & B HPLC-MS %47, SEC-HPLC 4 #7 £ £ LA 5C,

L4 13:

Fxk ks 1 F4 &6 M-BREMRERE 100g, &F 500ml 1M
Na,HPO, & F & ¥, A pH £ 8.5, ETRBLHTEA 10ml &
&, FRATRVAE, $EEM 35ml REABMER (TE, 13%K
)y BE 1hr, B ZRGE, M 2 4E4RA249 905% LB P IL R B, # 5
o), TEEBEHRTEMETRERE, T4 —KERBKE, K
RREEREZTIRATBRETIREF Olg, FRLHH 91%. RV EH &L
F] HPLC-MS 447, SEC-HPLC ##74 % LA 6A.

R4 14:

FrxEs 1 456 M-RERERE 100g, 2T 500ml 1M
Na,HPO, £ /4%, MLk pH £ 6.5, Kis4am#AZE 40C,
TFAN 8ml &%, i@k TR VAE , W4 & A 20ml R BB AR (T
B, 13%KRE), B 3hr, R IR AeL#46 13 FHX (V) Fiw.
AANEG IR EAT B0 RO RAHMR R AR B BR, FEFALBE T,

14
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BB T XA AR AR S KRB L RAT SR, AE R M
ko BTG, m 2 AERARE) O5% LBEF LR, #EHE, T
EEBEHRLEMETRKRERE, T —REBLEME, REAREAE
AZTHRAFRETIRS 96g, BELYH 96%. KRV EHZA
HPLC-MS 4*#7, SEC-HPLC ##74 X LA 6B,

k&4 15:

FEaap 1 P& M-BEEHEIE 100g, &F 500ml 1M
Na,HPO, & W & ¥, 888 pH £ 9.5, KAS4A T m Ak IE 6B E
A 10C, #FTFTEAN 15ml &R, FERTRAG, %4 Em 50ml
RABAER (FTE, 13%KE), RAE 0.5hr. REid42 40 E44) 13
F e X (V)BT R. AR 840 T R0 B BRAHMK R B BB B8R,
FHEFARBT, 2B F X T A% S HI KRB S R R4 BRA 4
BRME, HIRE TR REZRE, o2 454KA0 95%LBE+ 1k R
M, #ENE, TEEBEWRRTEMESKERE, T4 —KER
BAE, RERBALZTTRATRETERS 94g, FHEHH 94%. K
&4 &% F HPLC-MS 447, SEC-HPLC 5474 % LA 6C.

E 4 16:

¥4 1 F & 09 M- EABRE 10g, B TR, BAR0.1g/ml,
& A Bio-Gel P6 £ €354 4%, 0.02M 4 NaCl #BL, 44 210nm
¥, B Sk BIE, A A F 2240, Bio-Gel P10 #: AR & 4243 B0 3,
TEE, 5 10 ~FAEAN . FHE P —ANFHEANIFITH HexaM.
HexaM % HPLC-MS T2~ H P AR R T EHBRCHESH £, B4
Ky EAMEALHE, LALKA 7A.

MIX_Eik HexaM 0.5g, & F 5Sml KFF44 £ 50ml B & RHF,
#m 1M Na,HPO, 5ml, /A 6M HCl1# pH £ 7.9, £i& 20C, B AHKH
BHLH, EA 1.0ml FE 3%REAGEK, A 30min &, FHA 0.5ml
RABRA (T8 13%KE ), HEHRIHF lhr B, I 10ml 95% LB,

N

15
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Bk RFL, FFARITIE, m 10ml KEBE, WmTBERILKE, BE
B LFE, RBE, AT TRAF 60CTIR, 048z Bk, Riz
EkiEE, KA HPLC-MS 541, 9% kR E#46] 1, 2HERDE
T BELRATF 6 R H EAR R B LM B AR EAE R R
SHE, BT ARSE>98%. LC-MS 544 R ILA 7B,

16



