3-2) EIERDIER

EEL LT — 2 _— 22 HICSEQE 5.
fhE4. CAS %%, FEMA GRAS HE20D%
Z{ER LT IOFI OfEHEREH Y A MLk
BUEEZTobO2FRAERERAOEAR
EERE Lz, Eo, EARERIZRNER
{LEWERET H7-DOEMMBEIER LI
R LT, 7238, AiEFAEBEFR 22
12 A 13 B E TIZH=iciEE shvi-FEHL
EMEREMBITMZ T,

4) FNEOFEHRBICEb 3 HENR

AEET, £E-HOFHOER - .
FH L LTERATE S EBORELIT> 7=,
BEVES OFREIL. HXEBUT - %7 Web
site. KEBBEE R EHSMFEHBNAT - 4T
ROHERE - AEREORERSEF2S
iz L,

ETERNIYE - IR OBUT - &7, FAO
DERT — F 2 R UM TEREAN B AE
SARBHERE (V= hr) © Web site 12D AF
L7z, aXE- Hk OBUFH#EE D Web site {2
EAOIGR, M, 0T Q&A EMBR X
NTWDHEE, ENDOHEFICELIHO
ELUTHIALE, £R4R~BWEbE 2T
RoOTERME LNEHAIT L ERHIM
Z T,

C. HERER
) TAXVBOERECET 5%
1) PAXCET N UAhLOT O B
D5y

FRBEIZ L VK BfEE NI, TAF BT
N U T BIAKSS R ONT, BBA A
BABIZ LV DBfx 1T o2 & 2 A, #1000mL
DEHIREZEH S 02006077 729
BEbNT, £7F 7 arhoyn B
HIEE NN —ARERIEIC & O B XU
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EL7e A, Fig2Rmt Loy v
>No.100~140% * 7 F 7 ¥ a »No.140~
180iZ v — 7 SR I Nz, TN ENE B —7
1% 02E LTEEE L, BUERMEC X 0 R,
2mol/L/AKEE{t 7 b U 7 AERHR CpH6~8IZ7
Btk BAEEBREITO, ©¥—7 1 RU2TEN
Fh0.3gkU0.5g0 7 o VEERF DN,

1-2) 7AX BT MY O AR BEYO
HPLCIZ X 5 53%r

Bon-va B oOWT, SE&ERY
FLEANT, TAXVEET RY D7 LIRS
FR R O A A L RBIE L D B OB
— 7 1 R — 27 20HPLCIZ & 554 %17
ST, TOFEE, Fig IRt L oIz, TAAF
YT U U SR GEE 51312.50 RO
153 22D — 7 BfER S, E—7 1%
12547, E— 27231650 EnEEH L, 7
IEVEET ) U LIMASEBDICEENDE
— 7 OEHBE e —%K L, £/, B—21
RO —2207 u< b 77 A0bidEOf
DRI R b ot-, £z, v X
VBRI a g [RERICHPLC Tt L
THREFR LB L L A, FNEFROERH
BEEI G, BE—2 L3/ e g, v —2 21
v Xnu eI,

2) AEERHH PRI L RATNE O
Bo#EE

FBERMZE LTIk, FRIEEIZB
T, —HEREOEZ -7 mBid, L%
I VY MY U s (2540mg/ A/H), D-Y IV
v h—/ (1450mg/AN/H), 7= (K
YR, 376 mg/ A/R) . ZEE{KIRTR (218 mg/
NB), 7V &Y VBB A7V (212 mg/
NEB) EThoT,

BEAF IR LTI, SER206EFE DA E
BRI ZRE L7, HrBROZ o7 b DI,



BRI A Y 7 145,390 b v), BERAF
EHEL (36746 b)), RIERAMESR
(31,333), BLERAAI—F 4 ~ (15,720 k
V). BT AT (18,10Thy) &T
ol

3) FRHMEABOEHNERE R CERERIZHE
b 5 HEE

BELLI=ERHLEY T —F N— AN b
B4 .SEQ# %5 .CAS %5 Kk ' FEMA GRAS
BEOEEZMHL, FRERCEEDER
ATz TEAREER) 2B LTz, S618,
HARERICECGEEHET 5200 B
I BEER] 2R LT

4) FNEOFERHICED SFEMS
FE Pk 234 2 AK) OfREFR. UTO

H & Hikic oW, FEOFROER. TH

ELTHATCE ARBIOEBEIETSZ &

DT,

TOT A vT=T AV R AV RRUT,
BE, Yo HR—L, 44 EE, BB,
dE, NTTFTva, T4 VB
RENFA, B -7, BN,
F—A+FVT + ma—Y—F K

bk 7 AV BERE, HFF

HEEK : AFa, ALaRA—L

g—nuvyNEU, a7

-7 7 U BREHISFEMEEGCO),
A F

D. &%
) TA¥ U BOEREICET A

TAX BT YU AERETIARSHEL.

Bt A s lsiiE ToREERL. —oovun
VEEREED I ENTEE, TENOY T
BIIZhE TOREFRLY, ZioBET
< rRu gL HRIEN DN, A%NMRIZX
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X VFMRRENSKLETH S, £, Th
b v EEERWT, Zorbax SAXH T LI
L ZHPLCHHI A AIRE TH o724, RIFRHER
FRWEEOBRENERICE T, 5%
LC/MSReZ DOk tde a2 AV 5 HFIEFE D
BREDUETHA D,

—HH BB OWTIE, By U BOR
Hdk e UCReh — e o3y — Ui
AW, Y —ARERETe X o
VEER OV v VERITKRE U CIURE DMV &
WOBELH Y, FOMIZEFTNVY ) —IVK
o, 7= ) —NEREREESESE v 0 VR
hEERH B0, SHRENENOLAEE
AWTHEEITO LENRS D, iz, vX
o VEER O a EERTHERE TN
b, EEOBR, BERELTRANSZE
WTE RN, SEfON v X e VB
EO7 v @gomis, #77Fan mge
Fra Vol EOMmoy o B iR
i & UTHASHPLCIZ X B EERZITV,
< rXusBROs e BEORDbY L2
ERELA~OBALRFTOLERHDLTHS
Do

2) EERFEH % EIC LERBEMHOBER
BOHEE

FRERMICONTE, BEOREER L
KELAND O TR, —RERE
D&Moo BE, LIAFI VBTN Y
A (2540mg/ A/H). D-Y )V E h—J
(1450mg/ AN/B) ., 7 = (EKHEE,
376 mg/ \/H) . “Ebi#E (218 mg/ A/H)
7 U IEMEgET 25 L (212 mg/ A/H)
BTholn, E£/-. ADIE OE) D A
Wighote, —H, BEOv—7 v bRAT
v N FROBERE & S5 & EH e &k
Fhl (REERE - YL UER) [CELTIE
DOTBERKE <, REILIEOREL TS,




BEERIM 2B U CIR R 206 E 2 W
T, HHEDE -T2 bDD B, 714y
+. EHALERO—F 1 MI. AEBIARC
BRALE LCTHERASR2bOTHY, HER
fad L HITBRESNA bOTIERY, £/,
BRI, [BETHAHD, tHORLENG &
I8R5, ZORENDITRMRL & HICER
SNHBRGEHRMBE LTiX, T AVERD
SEHBNLOLESNTE,

3 FEMLABOERERER CEREICHE
b HRMENE
31 FRULEYT — & ~—2R

F—E = 2AOEEITHTZ Y LT OEE
BRI L 2o T,
O BRTHY XML ERBCASES
ZORAE LT, H—0&FEHba ik
BB DOCASE B DFERREROTRY v
DBNRERFET oD, BAEEROED HF
DEFEVIZONWTIE, BRTHVAMILDE
BRI LA CASE S 28V Y THE
B LH— LIZCASEEZE D Y THBRERH
27, £DOH AL, FEMA GRAS % EU
Register {84+ & ORGERS | ETHEICEM
NTNWBHZ Enb, MEDCASESEHEL L.
F—EIXT AT —F -2 LBRT 5
U R MEOCASE S ORESMEITRL LT,
@ BHT 5 U R MEORMEKERTROR—E
B2RT2HU R MIE Y BREGKTESE2RT D
D ERERNVEOMBIRIEL TV,
@ IOFIDEREFRER Y A b L FEHELAY
TF—HR—2R

IOFI OfEFEFRER Y 2 MZiX, BARTHE
ATERVREANESNTEY, —F5. H
A EFEMEEHRIE SN TVRNZ & D
5, BRHEAY T — F _R— A HEITME O
AREIEREVERL LT,
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3-2) BEAEER

BEARZERIT, MEAMLET—F_—2%
FEIZUTOFIETER L,

O @BitEERBRCELAFBE EXIH
EKL U THRESNTWA18EA OFERHIE
THIVRAM (BEFBEFEY X ) 2
HEINLTWBRBIIETERRIERICANT,
@ HHECTERAIRTHNBIRENOIN, A
ADIBRHICEETH L RSN mEBIL, B
ETBETHY 2 MBS THRVE O
HEABERICMZ T, ZhbORR, B
BIZERICHT B ILEH41040 8 L 2o Tz,
® ZhoomB%E MERARB L, 7
ER—=ANBLBEZCASE S, SEQE S,
FEMA GRASEZSZHHL, AR, &,
iEE O ANz, &R B ICFEN.. % {1 5-
LCEAREZERE MR LT,

3-3) BN H[EER
Bndn BHIEERIT, SESRES AR
KICENGEZFER L TW25EICERSE
4. CASES, EHE, FEXOMEEHIC
RHTEDIRE L,

4) EAEOFEHBMHIZBE D 5 FEME

4-1) FROEEOLLE

FEHZOWT, FARLRERDLZVWELH -
7R, BAD X ICEROMELAREIC [F
KEfFTESEIHRT 2] EEELTNDD
ITEEOART, Z<OETIE [FH L3 1F
DBLU%] 25T E L TERS
nNTnaEEX N, —F, #SEIZBN
THT /B & BARTIHEFMREHIR > &
b % flavour iZ & 8 5 54 L flavour
enhancer iZ 2D 25 &N H Y, flavour
enhancer, FRIE, FHREVR CRAET AT
TV —ZONWTHEHRD THE - BHELMEL
Zzbhik,



4-2) FROHE

Codex TlL, RARERIELFEMIZERSH
LEPHEEMICKRI S, (LFMICERESH
LEEHEE ML E HICREIC L 0 HBEERHE
B & BRERMEAMIISEIh TS, L
M LUEREEMEEDIC >V T KR P TDTF
TEREDHEIXFI STV, WL Dh
DETE, RERERL KRR R
INTWHIEE DR ORAY P IR THER
SNTWRWMEEHOR 3R T,
BREEHEA Y% KR COFERRIC X
D S HICHET HREUTERMN O d AR
WCRITEY, R TEI Vo ELx THHL
WOEBRASh b0 EEZ b,

4-3) R EEBHIEFTTRE22 TR & 6 IR
D5 Tkt

KEEFFHCBE LTI OETRATT 47
YR MHlZBRA LT, FEHEE IR
LT b WEBRAT 4T Y AN, 5 0H -
Hiih7s FEMA-GRAS SiEOR YT 4 7V
2 MeBRTHEAL 8 HE - HEAMEO
RET 47U R MK BHHZRFE-> Tz,
ROT 4TIV AMERALTWAETIHY A
MIHRCEWEZ BT 57 OFHBERED
&V, FEMA-GRAS &2EZLC\W5b U X
F DEFIIERDBIED B DN TR
TAREERBETWEZ EPNHBAELE, 4
DOFAETIE Codex HA FTA & HEER
CEBY ATV DEROEEHEEMOR YT
4 7URFELTJIECFA U X MEBRELIC
L TCWAEIIDRho 208, ZE Codex H
A RIAUBTEZONEIER08 E)Th
L ERVEFEOEROK ERE
JECFA ¥l B 2372 < ERMESZ L
ol Bbhd, LinlLAanbHmIETIE
Codex 74 FF7A %580 L JECFA U X |k
H 2000 R DEEHLEHEFINE T HEH
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Bieb D bR Tn5, SBITBIEMIC T
ThdHrEVIENDBY Codex XRINJECFA U
AMBEEREZETEEDbND,

E. &
1) TAXVBOERECET 5%

TOX BT N U NEBREE TN R
f2A A RERIR THBRERA T/, 0
R, Zo0va BESEEDZENTE
72o THVENDBEAZ W, Zorbax SAX
7 L xHWEHPLC O 21T 72 2 A, #
NENDOEFITH—2—7 L LTELN.,
FhER~ X0 RO V0 R L
SN, ENEN0.3gKR05g% BB LHT
X7,

2) AERHH 2RI LIRS OB
BOHE

B 9 EDEERME & HIC Lz EERIY
OEREOHFETIZ, AR 1AM 1 BIER
TORENMDEL, BEORERLR L KX
SHANDHOTIHARL E£72 ADI & DE#ge)>
o bR R o 7o, BEFFRMIZE L Tk
F4RIOREL LT, Frk 20 EEOAEE
ETREL E L DT,

3) FEHLAH O RRER EREICH
LRI

AR O TIL, ER16EED 521
PRI TRE LIFRHEE YT — & ~—
ADEEEITV, IOFIDEHERER Y 2
b EHBRUBIEERT> b 0% EIz, ERM
B4, CAS% %, SEQ%%., FEMA GRAS
BEORCERL, ERE, &, HEOM
iz, FREREROEARZERLE L,
£, BREERICRVEMLE M ERAET
% T b O1EMidh B EIER b e TER L=,




4) FENEOFEFHICEE D %A
AlE, FEHCERT DRI ZRE L., 22
OEROHIRIZOWTE#REHLZ LB TE
7zo BROERICKOMN 5% E D20 H AR
OHF ZFFOEITFEE DA TH Y, FEAL
DETIIEROERICKEZDTND Z LR
AL, o FEROSEICE L TN
OMDIRE — TS5 hIL, BEI R E L7
HINEEL WD EEX BN, REREFRNC
BLTIEZOETERAT 47 U A Ml &R
ALTWER, FEHEEmICE L TI3EDLE
HLTholz, RPT 47UV RMEEALTWY
HETIZY A MCHHRILEYEZEMT 5720
DOFHBEHEDE, FEMA-GRAS%ESEICL
TWA Y R SOFEFIER OB ENBODN

23

TWRWETRESNEEZ TWDHZ L A3
L7,

F. WrEsE
2L

G. FRMEEDOHRE - B&IR
(FEEZET, )
2L

H.
D

BEIR
Haug et al, Acta Chemica Scand. 16,
(1962), 1908-1918.

Voragen, A.G.J. et al, J. Chromatogr.
244, (1982), 327-336
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Fig.1 The structure of alginate, (a) B-D-mannuronate;, (b)a-L-guluronate, (c)
the alginate chain, chair conformation
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Fig.2 The elution curve of hydrolysate of commercial sodium alginate by
H2S04
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Fig.3 HPLC chromatogram of hydrolysate of sodium alginate(a), peak 1
eluate (b), peak 2 eluate (c)
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EA BB FETREMBE (RBORLD - REFEREETEESR)
Frk 22 EELHHFEHRES

NMR % e R E BIEOR

W RE

==
Fo

K 5

E ERGENEEFETERIRNNEENEE

MAEEE

BRI OEEARBRIEOREER L4 B L-FRO—&R L LT, EEEBEAR~O b
L—H Y ¢ — BRSNS ERIETHDLER NMR B ONWTT RV E VK
VIATFF Y = AHHI~OBERAME, AIEICO>VWTHRIL, ZhbD(LEMDERIZ
AIELEATECHD Z EBNHLNE R oT, Fo, HEREBHIXT AREOERMESE
BONCT A7), 7RIV EVBERRBIZOVTHHETRIL, IERETH D
HPLC L FBREICERAEREEL 525 Z L PR INT, £/, HPLC & b~
g, fEEEAKEICE L L, HMREHIH T D EEICBWTHAREILERTE TS

LT EHPRENT,

A. BFREH

RBFINDIT, RAEAELE 11 &5 178
CHESE, TORDBRCEREEENRTD
BRTW3, ZDHh, RMEINHDOERE
E LT, WEBERPBILEESIRASRT
WAD, OHTERIEORMEMEE ORBEN R S
nNTW5, Fio, HINRIC K- THHEEME
BB LTAN, FORMEIZONTIE, %<
PRI A —F—Z X VB IEMSTShed
DTHB, LnrL., BFTFICANOhs =
v N7 7 4 —HOnHIER, BEREMAR
(SI) ~D P L—Y VT 4 —DRER I
ERIETRZ2, B, ZOMBEILFESFH
EST O b0 EIINT, SHTEDE
BEOET RS IND, 2O L I I &bk,
RGTMDRBOLZEMELRERT D LT,
BRI OB W ATEORS LTS ICER
Thb, HE, SI~D bL—HEY ¢ —2He
BEh-iextEeg&EL LTER NMR
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(quantitative NMR ; gNMR) #ED3ER %
£HTEY, BE M, £E KRLEE
WEOERMT~EHA S T2 19,qNMR
Hid, HEEWICERICHEMEIMIT SN
SLIZhVv—H TN LREEEDE
(Ceritified Reference Material : CRM) £
IR FENICHEC T Ll E IIRIERE L LTH
W BIERTSRYE L RA LT IHNMR JlIE%
175, 'THNMR ETBEI N LINTEFEERT
RERSWED S 7 VERBRELLIL, e
HEDOKES THHIT DT LD, WES
SWVE R CWNEMERED o 7 NV ERRIREE L,
AFEH, BERBREOCMENL, HENRME
DER (ME) ORHBAWMETHD, i,
AL~ ORENRWE & F—DEERE
WEWE 2 LEL T, fEEE, DR, REE
AR ORBROE THRE LEN TV D, EHIC,
BB A ENARER BRI ZRIET S
B, 1H NMR Lk CRIFESH RS & MR D




T FNRFGICBE ST, 7Y —
VT 7 RS ORI S R ERE,
R OIBIRMED BT ERAFIREL B 2
bMd, TDX DT, RETRD THAMED
BOSIHETH Y, B oI D EREDEHEME
LR INTWA EE L5,

BTk, BB OBEAEABRIEOREE
mEE B LIEHRO—RE LT, BAEHEM
Wi ~0 qQNMR EOBFICEET 2 RF%
TV, TRETIC, BRFHRES VUVE 7R
BAGKRAR (F—1LER) ORPaF=—
NABFR 0Z B E D ERS OTERER KX E
BRNFRETHLHZLEZH LML, £2°T
AL T, BRI BT ~OREDOF S
P, WAEEZBICHLMCT A0, 5EE
ET ANV E VBRI LY EF Y =kt
BB EIT o, Fio, HERBHCK S
KEOFERMERLNITDH2D, TAaL
ErBESAETOHRESE SR, Zhb
KEENDT ALV BEELHEIEL, 1€
Kik L OB EIT 572,

B. #FENE
1 &t

T ANV UEIERERT, (M) AARATEE
e, TR UEE (RkS) IR
WRIZ AW, TRAINLE VS ERETE

(R . BRTMAT AaL e g, R
Bt2: v4 I E, CEEUA (553 MEE
M), AE3 v H I CEEREA FE3E
EIER) ., A4 BEREREFT7 R a Ly B
JRR (5 3 HEEKR), B 5: v4IC
SRR, RE6: vEIVCERRR
FBEAL) BB 7. 4 I UESHERNN G
EWAERR)) IZRDA—/—<—F v b T

BEALZLOERW-, JLIV4F Y =)VT,

FEMEROBRAREARFEERZERL
7
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2) RE
Sodium3-(trimethylsilyl)-1-propane-1,1,2,
2,3,3-ds-sulfonate (DSS-dk) ZHEMEIL, o
YeAZKRL D Traceable Reference Material
(Code No.048-31071, Lot.No.EPL1095:#fi
B 92.2+1.0%) # -, DSS-dsid Isotec
ARz, 7ZNVEE Y UL (Potassium
phthalate : PHP) FZEIEREMEIL (M)
EEMRaERR (% NMIJ-CRM
3001a : HiEE 100.00+£0.027%) % H\ =, 72
B, PHP 3BT OFERIEIZRE, BN
%, 120°CTH 1 BB LT v r— 4
—TCHmté, R L, BEXRVEYAF L
ANVAEF Y R Acros % FVW 2, ZOfo
RETTATHRORERRSLE HV T,

3 KB

EHERIEEE NMR) : A— o735
—ft+& JNM-ECA600 (600 MHz) (HAREF

" 8,

HPLC : LC-10ADvp AT A (R 7 :
LC-10ADve x 2, {EiRIE : CTO-10Ave, %¥
ERMHEE : SPD-M10Ave, T4 v ¥ — :
DGU-14A, A — h¥ 75— SIL-10ADvp,
F—F JLEEEE : LC solution) (BiRBU/ERT
%),

4) TAaANLEER
4-1) gNMR i
4-1-1) qNMR ZEHERE OFR

DSS-ds 57.1 mg ZAEEIZED , BK 50 g
# Mz qNMR ZFHEEK - Uiz, NMR %
RO DSS-ds BEE (1.05 mglg) 1%, TRl
PEVWPHPIC X W HKRELEH Lz, Thbb,
PHP #1 10 mg # ¥ 5 &Y . qNMR AZHER
W 1.0 g \ZHRR LT, ZOWEEME 5 mm
® NMR #2EE I A, B L. gNMR (24
L7, 6757 KON 7.71 ppm (ZBHIEND




PHP icH¥kT 57 b 7Fa (4H) &k

6w 0 ppm (Z8H| X415 DSS-deiZ KT %

AFNTa ks (9H) OV 7 FVE

HE (B, o1&, BREFE2X

IZRA L, QNMR K D DSS-ds IR
(mglg) #EMH LT,

Cooem Mpss X Ings Mpyp X lpyp
b8 Hpss Hpzp X Woyp
PPHP
1
100 M

7272 L. Cpss=DSS-ds #E (mg/g). Mbss.
Mpur=DSS-ds % * PHP O 4% +F& (MW:
224.36 KX 242.31) . Ipss. Ieur=DSS-ds &
UPHP O ERE DT 7 F )V EHEEE , Hpss,
Heur=DSS-ds X O'PHP DfFEED 71 b v
¥ (DSS-ds : CHsx3=9, PHP : CHx2x2=4)
Weap=PHP OFF &#R¥ (mg/g) . Perr=PHP
DME (100.00%)

4-1-2) 7 A UEEEEORIE

T RN (R KR ORERAL) . T A
L VBERREGIE, FRENK 10 mg &
RBEICEY &, NMR EERKR 1.0g 12
KR LTz, Z DK% S 5 mm O NMR &
BEICAN, BB L., NMR 2 L7,
DSS-ds D 7V EFERE % 9.000 & LT
EEDOTAANEVBRZHFET HENLEND
REEOV T PVERRE., 2 TE. RES
2R (2 IZRAL, TR aVEVEBEEE (%)
FHEM L,

C.o = InsaHasa MysalWasa
AsA Ipss/Hpss Mpss/Cpss
X100 @)

7217 L. lasa RO® Ipss=7 A a /LB VEEK
W DSS-ds D 7 FHLEERE (DSS-dbs :
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9.000) , Hasa X' Hpss=7 A 2L B U BER U
DSS-ds D ERED T 2 b (DSS-ds
CH3x3=9) , Masa & O} Mpss=7 A 2L B
KO DSS-ds 05378 (MW:176.12 KT
224.36), Wasa=7 A AV BV BROFERE
(mg/g) . Cpss=DSS-dsiBE (1.05 mglg),

4-1-3) qNMR RIERMER VT —F OfFHT
gNMR HIEDEAZLM% Tablel 127 L7z,
728, qQNMR Oft#> 7 MEX, DSS-ds D
ZFu by S FAkERES SV (60 ppm)
&L, 8 f% ppm BAITRL, B/ohi
FID 5¥—#ix, 7—V=%# (Windows
#% : exponential function BF=0.12 Hz, zero
filling=1, trapezoidal function T1=T2=0,
T3=90, T4=100) K UMtEHHIE 2T > 7z,
DSS-ds R UMFE Y 7 F N OB EEE 2 8 E
Lz, DSS-ds D7 )V EFEIREE 2 9.000
LI EOT AL VBECHEE T EN
FROBERD Y 7 VEEBESELR (2)
KRAL, TRaVEVBERBERHLE,
R, TR ORI, T T EBINDE
BOREHE T AN TE ZERMBT Y 7
Ny =7 (BAREF () FRED) 2V,

4-2) TELE

% 8 IARRTIAEEIT &SN Lr
TRAINVEVBEREILE T W, Tabb,
FARaNE 200 mg BREEICEY, A
U UERYEIR (1-50) 50 mL #12 TN L,
BREELTT 7 RAEEZFML 0.05
mol/L F VERBBTHELL, LIy
KEKREEEZRX Q) IKRAL, 7Rany
VBER (%) RHEELE,

8.806 X FXV
/4

X100 3)

L, C=7AaLberBeEE (%),



F=0.05 moV/L 3 U HRWEHKD 7 7 7 X —
(1.004), V=ifi F L7323 vEKkE (mL).
W=7 2 2)L B BOMEE (mg)

4-3) HPLC ¥
4-3-1) ARHAR OFR

T AVE CEEEARENK 10 mg AR
WZEYD, 2% A%V VEERIRIEZ N2 T 10 mL
WCER LI, 2095 3 mL 28 EABRE 1
AL, 4.5 moVL BffE7F F U v AYRHR 0.4 mL
KO 2%A v N7 = ) —/VIRHR 70 pL 2z
TRAEL, BN o7 2=l r P73
Wik 0.5 mL #Mx TRA L2, #ETF
BTCOKIRT 30 /7R E 5 Liz, Z DA
ZHOMMEDAZ ) —/10mL, K5mL T
AT 4a=ry I ENZ 0DS h—h Uy
ATAT L., 0.05 mol/L U k% (pH 7.8)
—AH 7 —/VRHR (7:3) 3 mL TIAH & ¥,
WHSNTCERO OB ImL 2 &0, 2% A #
U PRSI TT 50 f5AR L7= b 0 & 3 BHAR
E L7,

4-3-2) 7 AN UBEBEOHIE
B ONTRARHER 2 FRolom 442 v
HPLC (2 To#r L7z,

[HPLC 441 7 £ : L-column2 ODS (ki
£ 5pm, 4.6 mmi.d. x 250 mm). BEFH
0.05 moVL V - PefktEiik (pH7.8) —A %/
—/b (8:2), Wik : 0.8 mL/min, T LJRHEE
40°C, Hi : BOeRH (BhiZiEE : 355 nm,
R : 425 nm), JFEAE : 10 pL

B, EENTIIMEHRERIEIC L VITo
Too Thbh, 7T ALY UERIEEEN 0.05~
20 pg/mL OFPFHIZA2 2D X 5 ICHREMRHT 2
LY PFRIFHESIR R EA L, B 5T 6 8
Drua<w NI ADE— 2 ERE L RERE
TERR L7z, BREMRD ORBHRIROT 23t
IR (pg/mL) Ak, X 4) 2k
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TAANEUBRERREOT Zal e U ms
2 (%) ZEHLE-,

A
C= ——x100 (4
TeiZL, C=7RranLve o mei (%), A=
REHAIROT 2L U BREE (pg/mL) |
W= OFEE (mg)

5) FNTFFV =)L
5-1) gNMR LIk 270 0FF V=10
HE

AR 20 mg M O DSS- de = HEMVET ) 4 mg
EENETNREICRY, EAFELSAF LR
WXV RF2mL #M2TINSZ2EM LT,
Z DR EINE 5 mm D NMR #REHE 12 AfL.
EAL, gQNMRIZfF L7z, DSS-ds D7+
JVIERETRE 2 9.000 £ L7z & DTV FF
Y Z)WIZHKT D 8 7.31~7.40, 7.56 K}
7.85 ppm DT 7V HFERE S A (5) I
RAL, ZAPF XV =LE8 (%) 2EH
L7z,

Wpss X IX P
Wp XN

Cpp = X 1.106 (5)
7220, Cri=7 NI F XY = LE' (%),
WrL XN Wpss=7 L F % Y =L KR
DSS- ds #EHEWE OFFEE (mg), =3 FED
7 (8r 7.31~7.40, 7.56 K% 1" 7.85 ppm)
DEFGRE DF1, N=3 FD > 7 F 1L DkFEEK

DO, P=DSS-ds IFEME DOHFE (92.2%)

52) qNMR JIE SR T — & OfghT
BERMIL 4-1-3)IE o 7=, F 57 FID
T=HIE, 41NTRTRMETT — Y =4
KONHRMHIE L7z, DSS-ds D27 F /L% 8u
0 ppm & L., 865 7.31~7.40, 7.56 (X 7.85
ppm VT > 7 L DO EFEEE & F L Fh




Ar OKFEE3IZHY), Az OKFEH 1I2HHY)
Bt As OkEHK 1 12HY) L,
(AV/3)/Az B TNAV3)/As B U Ao/ As 3 L E L
1.0 THHZ L EMR L, DSS-ds D77
IVIEFERE R 9.000 & L&D Al A2 K
T As DFFEEK (5) KRALIAVHFY
=NDERERDT,

C. RRUER
D) 7RaLe g
1-1) gQNMR {EI2 L BT 2 a v v (ks
ROE®R) OZEAERVERTR
qNMR #Eid, A7 MV EICBEINDHE
EWE LHERBRILEYOL 7T ARE LT
NBEOBENL, MEXNSRICEMOREL
ERERET D Z LR THD, Eiz, SLiZ
FL—Y TR EERE R AVD Z EITE D,
BoNHEEREOEEMEN M LT D Z &2
BInd, £2T, KEORGITMDIHT~
OEAMEAONTT 50, BERHIEART
HBT AN ERIZOVWT gNMR HIE%R
1ot 2B, ALV EohERED
SI b L—HEY T 1 —%fERT D7D, BER
10> [Fl4kiC PHP GRIEFEEWE) ZHAWT
qNMR E#EWE DSS-ds DIRE L EE LT,
TAaANEVBRERBEEN L, TAaLE
VEEOLFEER O H NMR 7 I Ay 7
% Fig.l, BELOFEER CEERD
IHNMR 5+ — b % Fig.2, qNMREIZ L5
T AINVE URERE Table 2 IZFNFIR
L7, 8538.75 ppm (KFE% 2), 61 4.07 ppm
(kFEH 1. R6u4.96 ppm (KFEH 1)
T RANE L RICHFT DT TFABRER
FHBEEN, Zhbov /P IV EH
ENETRaANEryBERIT, HEELT
99.2%., FHT 9B T%THoT, KV 7T
WL HRONAEREICERT S L, EEL
T 3DV T ABOEREICKE Z2EN
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IERD LR T, —F, Ffkdh Tk, 8m
496 ppm IV BONT-FEME (99.2%) 3,
flin 2 FEDE EfE (6u 3.75 ppm : 98.6%, 8u
4,07 ppm : 98.4%) LY 0.6~0.8%EHICE
HENiz, RRETHE, ¥ AFEE BT
W, BREFR V7T ATGRRKOSIN 2457 £ T
qNMR BIE 21TV, B #E b & D R— O
TEREIZL VY EREEZER LT3, EH
BT BE YT T D8 BER RS D
6 3.75 ppm X} 81 4.07 ppm D& EENIZ
ERIETHHZLEEBERTD L, RO 6
496 ppm OEEMENEDICEHINEZZ L
X, 2OV T FAEERDI AL DR
LHEE ST, 2k, fxiEEERZE (RSD)
IHEHERT 0.2 %, B T0.6%THY EE
BEHRMEIIRIFTH -7z,

F72, gNMR EIZBIT 52T R ar e VB
FETHRIE, UTOXSICEHLE, Thb
BT AL RRERES ORI (0.16,
0.32, 0.62, 1.2, 2.5, 5.0 KU*50 mglg) &
gNMR 2 & 9 B o= HIERE O RE
EO 3 EO#V R LAEIC LB ERED
RSD 3 & HIZ 1%AT THIR/NMNREL ER
TBRE L7z, Table 327 X HiZ, 6u3.75
ppm D7 FNATiE, 0.63 mg/g Ul FOBE
BRETIL, BIERE L DHESRRZER NHER
FEDRSD T 1%% TELAR-RTH o7, —
F7. 0.16 R1*0.32 mglg T, Fig.3 1R+
LB TFIND SIN IThENT &b,
BIERE & OFRER CHIERED RSD
b 1% E MR DRER L RoTz, T DE,
BEMES RBICONTREL 2BBMTH
-7, 61 4.07 ppm X * 61 4.96 ppm D
FTHMZEBONTHHEMRERT RSD 11, 6r
3.75 ppm DOV F NI VELNER LR
BThot, LEXD, gNMRIZEITFBT X
AN UBOEETRIT. ABHREE LT
0.63 mg/g LHRE LT,



1-2) gqNMR #ERUREEREICL A7 2ary
VR B D
FSIREMIPNPAEETIX, L-7Ran
EUBOEREE LTI URERY AT
LRTEEMEN RSN TS, £F2T, 7TA
VB BB & RHRIC qNMR L e
CEDT RN BREERHE L., 0
FER, Table 4 IZ777 X 512 qNMR 05 &
fER T RSD 1%, WEDRERLITIT—EL,
gNMR B LV EH SN ERENEHET
HHT LRI N, gNMR # ROVEE
BT BICREBRELE L LW ERE
T D, FZ QNMR EDOEA, kKobns
ERMEIEEFHICEBRESE N Z L0 b,
Bl S0 EREICKIR LR ERIETH B
EEZ b,

1-3) TRAaVEVBERHEOT AL
VBEGE

THETIC, BRSO
DEWEEE VT oNMR RIZBT 2 1E
21T~>72, qQNMR OB O—o L LTI,
HEEREHC S N HENREKS 2, FEE
{EE DB 1T T I BE CERIIC e E
BENTELZERNFETOND, 22T, 20
A ENL, TRAILEVEBEESHET AT
RO EF I BRI R SR HIZ O
T qNMR HEIC LB 7 A ar B rBoEER
BETW Bo-fER%E HPLCIE L ik L
7eo 728, Figd 17T &L 51T, Bk 2,
3.5 KRNT Tik, TRAa LY U BIchET S
61 3.75 ppm & X8u 4.07 ppm D> 7V,
IR EDRMEM I HET D EEZ N Y
TFINEOGERT+ATHAHD, Zhb
DI TFNdBT AV VB GBI
EETHIELIIREEEEZ bvz, —F, 6u
4.96 ppm OV 7 FNiE, TRATORBHCE
WTRMEMBRD Y 70 b+ 08 LT
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WA Z LR SINT, £ Z T, 654.96 ppm
EEBRAVFINVELTCEIRL, AV 7F 0
FORETROF 2 a s BEREFEHTS
ZE&E L, qNMR #EROHPLC iz kY
BHENEREDOT Aa L v BEREY
Table 5 277, T XTOREHZBWT,
gNMR {EIZ KV BORET A Ve VEEE
Bl HPLC %I L VBN /ER LISIER
FThHY, moIEICRT 5 BEOEILE
KT 2.7% (3# 1, gNMR : 100.1%., HPLC :
102.8%) Th o7z, 728, qQNMR 2L 5%
##to RSD 13 0.3~2.8% & EEFHMEL B
HFTCholz, 728, HPLCIETRHW-7 R o
N ERERERIT, QNMR (2 X Y BB
IEREICHEEE (99.2%) 2WE LI-BICERL
feo 7> T, HPLCEEIZ L W BN T R 2
VEVERERIL, SLIZ M L— TR E R
EE X%, qNMR & HPLC HE0EEEN
FERIETH-7-Z L5, gNMR EiLEE
7 A 2L © L BREYE R % IV R O B D)
BEHWT SLIZhv—¥ IR TRany
VEBEEREREINTEL LN, ARF1L D
Eftilonie, £/, HPLC X7 2oy
CVEEEERICHECE AR TEATIES S
HOD, FEECEDEMERBESVE L
Do EIREROIERZIZ LY Hricil &
BE4%5, —F, QNMR #1338 E# qNMR
TRYEEIR~ERR L T2, qNMR JIE 2175 D
HTHREROT A2V BERDHESEER
BA[EETH D, SEFET LTz NMR 12X 5
TAaAVE rBOERSHIEEZ, k0
HPLC &I~ @M, Rt o m CEAE
BHY, ERMEDEEESG M ELHil
EThD, 4%, REBICEENDZTAaL
EVBOERGTE~DISHB T SND,

2) IANTFFRI =)
2-1) qNMR HEIC X370V FF Y =105




BHE
TINTFF I NAVDOERELELTO
gNMR #EOHE AL LT 5 72 DRE
1ol B, TAILEVEETIE, PHP
(FRaFEREYE) 2B\ T NMR HE#emE
DSS-ds DIREZEE L, D qNMR E#EH
HaE-oTHENSMELTERT 5 2BRIES
XCTEEMED SI FL—H )T —2REE
LTWe, Blf, BREA—D— LV HEFD
IZIEREIZIE S Sz DSS-ds iEHEME DR
DB EINZZ L b, ARFITIEINE
qNMR E##HmE L L TRV, 1 B TE
BED SI bL—BEVT 1 —ERELE,
F, BIERBHIF—D 7 AT %Y =k
LRI ELAM L4V IV ERANT
FEHGETORFIE L, FAVFF =D
{LZEEER 'H NMR 7 I L7 b %
Fig.s, 744 F% Y =)L® H NMR F+—
k% Fig6, 7Y% %Y =& &% Table 6
IR LTz, AV TN FH Y oVE
B1398.9~99.3% LIRS TH o1, F 7z,
4V I NEOEEMORSD IL0.1%TH D |
EERBEHEIRF TH oz, EbiZ, R—%
YIND 6 EgEVIRLHAIEIZES RSD
0.1% &MV R LAERE LRI THDHZ L
DHEERENTz, BLELD, QNMR BT LY
XY NOERIDEAFRETHEZ L
DRER ST,

D. ##

ARFFECiE, RAEIINY O BAERBRIEOR
ErRExEH LT, gNMREIZE DT A2l
EVBR T AT AR Y SO EEIZE
THRMNEI T, NMR HBIIRHARER
RBEZRTE L HICABRE, DtriESE)
T 5 & L bR ER O FRE L
5%, TARAANVEVBRUPIALIAF Y =
N DR TEBICE N RITETH D Z & A3
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L7, E7o, HEBREEHZIOWTH, FHEE
LEORVLEESRE 2RI D E e E R
DFARETH A EBH LN R o T, AR
FERIT. 2D ORI IHT ORGEL T
WEEEEICR ESERMRTHY, $K
HIZRNEEC R DB RBRE £ I E R
~OWEFA~ET T BT -2 B3RO b
DELEZD,
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Table 1 gNMREIFE&H

Spectrometer
Probe

Spectral width
Data points

Auto filter

Flip angle

Pulse delay

Scan times
Sample spin
Probe temperature

ECA600(JEOL)
5 mm broadband autotune probe
-5-15 ppm
32,000
on (8 times)
90°
60s(>5XT))
8
no spin
25°C

HO

HO

8, 3.75 (2H)

HO OH

Fig.! ZRALEVBOLFHMERT'HNMR 73ANLI TR
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Water

| D DD D
—si -
' D DO Oy,
% *
DSS-d
*
A ‘ JL
%* *
*®
JL LL
PPM
T I T T T T | T T T T | T T T T | T T T T I T T T T I T T
5 4 3 2 1 0

Fig2 PRAOEV B (BERRVERS) DO'HNMR ARIM L
LB EER TR BER
*PRAWEVEBREDLSTHIL

Table.2 gNMR ZICKHRER B VHFRADTZ AN EVBEE (n=3)

Standard Reagent
Target signal Content RSD Content RSD
(ppm) () (%) (%) (%)
3.75 99.3 0.3 98.6 0.6
4.07 99.1 0.2 98.4 0.6
4.96 99.1 0.2 99.2 0.5
Mean 99.2 0.2 98.7 0.6
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Table 3 FFHWE&SAIEIED ELE (n=3)

oy 4.96 oy 4.07 ou 3.75
Preparati(;n valne Measurement RSD Relative Measurement RSD Relative Measurement RSD Relative
(mg/g) value (%) error value (%) error value (%) error
(mg/g) (%) (mg/g) (%) (mg/g) (%)
0.16 0.21 12.5 31.2 0.15 1.8 -5.1 0.15 1.2 -7.0
0.32 0.34 8.2 6.9 0.31 1.1 -4.6 0.30 0.7 -5.1
0.63 0.63 0.4 0.2 0.63 1.0 -0.5 0.63 0.8 -0.6
1.3 1.3 0.5 0.9 1.3 1.0 0.8 1.3 0.9 0.1
2.5 2.5 0.7 0.8 2.5 0.5 0.1 2.5 0.4 0.1
5.0 5.0 0.2 1.0 5.0 0.1 0.6 5.0 0.0 0.4
50 49.9 0.3 -0.1 49.7 0.1 -0.7 49.7 0.1 -0.7
Relative error=(mesasurement value-preparation value) /preparation value) X 100
T *
%*
2.5 mg/g }M
e g i i
1.3 mg/g - Jl‘
] \ i .
0.63 mg/g I Jl
0.32 mg/g f
Mo
0.16 mg/g J L
PPM

I—FIIIIIIIII||l|ll||||ll||$l|lll|lllll]ll

5.25 5.00 4.75 4.50 4.25 4.00 3.75 3.50

Fig.3 BRBEICHFTAT7RAIILEVED'HNMRARIML (HRKE)
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Table.4 FHEXERU gNMR EICKDFZRAIEVEBEED

H# (n=3)
Content (%) RSD (%)
Iodometric titration 99.0 0.2
qNMR 99.2 0.2
Standard 1 2
T I —
O | .
- I |
B I
FJQLE,_ﬁLJ ‘\, | ﬁwwt M
P ;3__*_ R e S SO — 47 C S e \Sg I —
x [ i
w |
| 1. |
i | \ ; .
L. "T e 'j I Ill A l ! | \I sl L
6 T
\ ‘ \
N
\ ‘ i
N
J % [ | ‘
| \
— l‘ } | ol ,x,»L 1
. L 00 0 5 S SR

Figd PRAINEVEBBEEGRRUZAOIEVEBEERGD
H NMR RS KL
*ERICANVEZRILEVEBOLTFIL
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Table.5 gNMR xR Uf HPLC ZIC LA EH BN 7 AIIE VB

EE DL (n=3)
gNMR HPLC
Sample

No. Mean RSD Mean RSD
(%) (%) (%) (%)

| 100.1 0.3 102.8 1.4

2 34.4 0.3 36.4 0.4

3 37.3 2.3 37.6 1.1

4 100.1 0.6 100.3 0.6

5 33.9 2.8 32.6 0.5

6 98.2 0.9 98.6 1.5

7 32.1 1.1 30.5 0.3

O F

8, 7.32

Figs5 LA XYL DIEEEER T T1HNMR 2 AL Tk
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