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TSR LT A B (£ DR S RERHEETF I F )
THL 22~03 FEE ARG

NMR%Z Ve & i FH O R S BN 53T DB FE 12 B 5501 58
BroefaReE: KM % ENERLRAMETET ARRINE ECHEY

s E

B P ORSIINY ZSHTIZIE, FIZGC, HPLC DR EBHAWVGILTVLAR, £ 5
RO TE S G BN Lo TIEHE R ATLEE IR BN R E D L O A N D5, 2,
BITE ST G E LR — O EE S IEME 2 B B T EME N L E THEN, sHEZIIC
FEBRFIACIVMENEHESN TOARNIEN DS, F07, RIEHEEfEE
WEERWIZE S, BoND T EOEEMEI B2 b Z L5, ER NMR 134y
FREEP DOV AR AT 7 75— IR F LI WBITETE TH BT, EFREALR (SD Tk
— 7 Vg E B NMR AR EY E % R EATIE ) E L CTHWDZ EICEY, Bia e
FHALA WU GHEENICEEEO B VST EEN TR TH 5. £, BlES:
WEDEER 7T NI E DT 7T IR5yFIROMD S 7 F 1 &+431
SEESHL TR, RIER S E O EERNTRETHD. TDh, LB
=Ty T ROFEMRMCFE ORI B ES R E LR D W REME N H D, - TC, EE NMR
e, SN, RO TIOCREIVBENSPEL L GEEREB ST
. ZTTABIETIE, BETFORMEMY ST ORE L, $hE/l, BEOM ExH
B9ELC, TH NMR & V72 gNMR O SLRINI ST ~O IS IS BT 2 0L F ofEt%
117z,
DA BRIFND 'HNMR AT L7 — AERDINE : VL E LB, BREEER, 7
bR eEEER, BHT, BHA, 7RALT 7 AHID L, TEALT 75 BRASE 2 BROAE

HFE2 FORIEKATE 2 ) O 'HNMR AT Z—AES A INELT-.

2) BTN ~D QNMR IEQEHAPEORES: NV E VB, REBERE, TeRolHg, 7
TAVT7h, BRAEFE2 FROZTORIREE Q) O gNMR HIEEZITV, E&ICK
WeT 7T NVEIERITHEEBIT, RIEOEBREENRBRIF THAZLZALMIC L.
3) qNMR #7272 i P OB SR BT IE OB 2E v e v Bg, %2
BEBR N OTERaFRIZ OV, gNMR % H W28 5 ORI 4 i o7 12 B
TOMEEAT o7, EORER, BMENGRRCIX, BERERMELNE. -, Zhb
DRI Z &R/ THTIRE S ~ORETETV, NELBAEOFERITZIEFRETHS
TEMFERSI, REITEEELRIRE IR EER RE2 52 52 HBALT-.




A EHESTUT SHTEENE, BEEL RO AT A KIB A s DL EbIT, STIChY
— 7 72 NMR S B 5 8IS ED, Boh ot EOEEEb A L.
PLEOEER I, AEIMTERFOYLEVEE, ©EERL T ERnE I TiEs

LCHED TH A THDHZ L HIBALTZ.




A. B EEY
REOLEMEOHRRIIKTTHEROBEEIIILF
EFTETEESTHY, BHIFMPIZONTHEAE
~OEEYE, RetiTE, EEREA b
HEDERR, HHTHEDHESIARD LTS, FAE

TREMRRNIY O E LR T2HT,

BERRMBOMER, &8 WE) S0 TR HEK <
BRENDEERTEIRLOTEE, FHRESD
[fE AR | SERRESN, [HF 8 RAMEMHA
EENCGGEHESNTHS., ZhIfEY, BRIy
ORI & P ORSAINY O A 2L TH
B, BENTFONTVALEERT D720 001k
MEDLNTVD. 2055, Bf~DOMEH&EICHE
FTHRBRITOWTIE, ik 12 4 3 Ao # b
15 B1VORIRIE 2 IR BRFORBEND S
FrE NI ORBRIERED B TEY, SHrED
B R U OB B B S E AT

NTWD, BIED RS T ORSAIMP 53T T,

FIZ GC, HPLC 2 EBHWBLILTWA. L, B
SO & R G E 2 Koo T SEMER RT AL B RO [ Y 2R
EZOZOMERMPERSL TS, £, 2hbo
SYHTITEEAE S E BE ThDT0, BERNEOR
s I R — 7o fE RO E W EE R EDE
BRLETHSL. LoL, IR, TEIZHWLRTWS
RIEOME 1L, RIEA— D —DRERTEOELR
THMLZETHY, FtEFHICIEMRICHMENE
HENTZSDTIIZRV. > CEHEFRIC R IERE2
REMEZ MW TERREZER LSS, Bohb
SATEOEEMEIIEZ2DND. HEEIL, Zhbo
RIREZ R 57280, NMR Z W&o
Haet TE BB B AT SE A R E L.

NMR (3 E LG DILEREOREREICH
WDTEMESHTIEE L TASFIAII TOE2, T4
O NMR EBoOEENL, To—T7 0%, 75
B F oM 7Sz k), AEamoERIC

KT HHERARGTEMELE LN TS, EEE,
'H R0 PC 8 ORIV NMRIZE D K Sk H
YRR OEHRS, EELORMEY DT E
SHTA~OFIAFILHESNTNDE D, #12'HNMR
ERWZEEEQNMR) I, AT ML FICBIEX
NOPHIEER LUV EX G E D> 7 ) VT
SREE LEAN T /LR B x K B E I LBl 352 v,
BIFEX S E B L OWEBIEHED Y 7 )L T AEBR
b, KEH, FEEREOBGRND, HENSWE
DE R WEE) 2 ROBZENFRETH D, FEK
ARHIE, ZOWIBIEEICH EFAIC BRI SHE 2
B S EBREALR (SDICh — 37 L7385
PEYER)E (Ceritified Reference Material: CRM) $7-
T ICHEC T LB E FV V2 QNMR IEE#HEL
T3 8D 2O XS NEREEHE (EATIEYE) 2 5
T8I, BONDERMED SI M —H T 4 —I
TERSNDEEBICARIED ST EOEFEMEN A EL,
RIEITRIE, I, EFR L OERSHT~IGA
ENTNWBE ™. FE7-, QNMR LSS U7
VARV AT 7 08— IR IE LR W IETHAZ EM
5, fll % ORIEREYE LR —OF B AEEDE
BELET, INFR A S W O E B F
BETHD. ILIZ, BMABREDREMIZEENHH
EXGR M EERETHEE, 'H NMR _ECHIES%
PR oy ERHMERR 3 D T F RS T
MR, BIE X RYE ORI E BN ATRETH 5.
FDD, ZEBEOI)— T v FRFEEI LD
ALEREEDS R E LR LA BN HD. w2, TE
B NMR (TR, fENE, EIRMEOE TREkEX
DHENT-SITETHDHEE 2D, 20X, K
EIIRD TRAED @ WSHTETHY, BbhdiE
BEOERNE, EEESELRRINTWIEEX
D.

ZZTABIFE T, B ORESIRNG HHO
Al 2hER(b, BEOM B2 HAELT, qNMR



AR T OR BN SHTEOHESLIZE YD
LU Ot &1T 272,

(1) B &SNP O 'H NMR AT MLY% —1F
HROIEE

(2)BRISH =R BRI ~D qQNMR O
DRFS

(3)gNMR % AV B dh T O R A I ik
2 VA Y e

B. WFFE5 A
1) &k

F—X, B, Y—k—Y, SFVh, vay,
BIE, Vv b, BT, OO, rFvy 7, LREK
B FXET, =AYy, TRIRAN—Zb, {HEIREK
Bk, vry 7, LR O —FHADA—X
—v—4yhCRALIZS D& V.

2)RAH

Ve EEIEBE R (BR) ROBEME B L O
Reflk e Az, 22 BEBRIIRDEHIZE (BK) BB XL
UBAR(LF (BF) Wokrk iz e, U7 FreR
MLy (BHT) B8LUT FaehaXxs 7=y
— /L (BHA) IZFnyehtiZe (k) OREMEZ A
7z. TEROEEERL, BRI (B ROREME K
0 == == LY il s 2 Y vl N DAy N e s 2 ) X |
% (k) MOBHEWEZ AV, 7TEAVT 7 A1,
THANT 7 BIVT DOBEIK SRR, FEEE IS
SRR I A BRAFA2 5 (YTl
T, EIR G EFSIRL X2 TN — A = 2/
H O/ SR A EEFELZ AV
Sodium salt of 2-(1,3-dihydro-3-oxo-7-sulfo-2H-
indol-2-ylidene) -2,3-dihydro-3-oxo-1H-indole-
5-sulfonic acid (5,7°-{&) & U sodium salt of
2-(1,3-dihydro-3-oxo0-2H- indol-2-ylidene)-2,3-
dihydro-3-oxo-1H-indole- 5-sulfonic acid (5-f4) 1%,

RAEG 2 BEFHEFLVEBELbOE V.
Sodium 3-(trimethylsilyl)-1-propane-1,1,2,2,3,3
-d¢-sulfonate (DSS-d;) 13 Isotec & FV 2. DSS-ds
HEYE)E 13, Traceable Reference Material (Code
No.048-31071, Lot.No.EPL1095:# 92.21.0%)
%771 Tracesure ( Code No.044-31671,
Lot.No.DCP5376: 4/ 92.2-0.7%) % FAv /.
1,4-bis(trimethylsilyl) benzene-ds(1,4-BTMSB-d,)
EHEM IS, A3 S (Tracesure, Code
N0.024-17031, Lot.No.DCP 5375:#fiE 99.8+0.3%)
R, EE Y ZVRY =L (diethyl
phthalate:DEP) FRFEAEEME (52 NMIJ-CRM
4022-b - LEE 99.74+0.09 %) 1 (M) FEZERAMTHE &
ZEFT LA V2, EAZ ) —/L (MeOH-dy) , EK
(D,0), EIAF VAT VR (DMSO-ds) BELTY
F7Eh=kJ/L (MeCN-ds) I+ Acros &z, £
DORIRIT T R THIROAFER s E fV 7.

T

3)%E
BRI E (NMR) A — Mo 7T — &
ECA600 (600 MHz) (H AE-F () ) .
HPLC:LC-10ADyp 25 A (271 LC-10ADyp x
2, 18R & : CTO-10Ave , % ¥ & R H & :
SPD-M10Avp, 54 v —:DGU-14A, A—hrH 7
5 —:SIL-10ADyp, 7 —Z4LER3EE : LC solution)
(B EBUYERTRY) .

{230 : ME235S (Vb T AAH ho =27 AR ,
BM-20 (=—-T7 R FAH), XP2U (AhT—-hLK
L)

Ay

4) B ABHEAE S 3 L OVRERR 0 O NMR HIE

ZFEHY 10 mg ZREFIZEY, QNMR FEHERTR
FTEBER 1.0 g (QBEMLE. ZOwkREIME
5 mm O NMR REVEIZAI, HRAL NMR L
7-.



5) BALE M DOIEHEY T FT TR R 5L D
q NMR J#I7E
5-1) QNMR FRHEFIR O FRH
5-1-DVVE R

DSS-ds 15.64 mg ZF5E 12 &Y, DMSO-ds 100 g
ZIMZ qQNMR AZHEFRIRE LT, QNMR ZEYEZE D
DSS-dg R EE (0.156 mg/g) i, TrIZHEV> DEP 12k
DIRIELHEM L7z, 972005, DEP 9 10 mg ZFE%
IZEY, QNMR EZAEETK 1.0 g (SRR LT, ZOU
‘a5 mm O NMR REVEICAN, BHL,
gNMR (2 L7=. 8y 4.30 ppm (Z&LHISILS DEP 12
HR$ 57 mb o7 F /L (4H) BED 8y 0 ppm 12
BRSNS DSS-ds ICHRTHAF LT B L)
/v (OH) D7 FVERBE (B2 E), 2 F&, &
ESETRORUITRAL, QNMR ZEHEZHE D
DSS-ds 1 E (mg/g) #HH L=

Com Mpgs X Ingg Mppgp X Ingp
DsS Hpgs Hpypp X Wpgp
Ppep
100

7272 L, Cpss=DSS-ds # FE (mglg ) , Mpss ,
Mpep=DSS-ds LT} DEP 04y F & (MW:224.36 33
LN 222.24), Ipss, Ipep=DSS-ds L DEP D iE
OV TFIVIEFEE, Hpss, Hpep=DSS-ds BL
DEP Dk EH D7 ok % (DSS-ds : CH; X 3=9,
DEP : CH, X 2=4) Wpep=DEP DFF &I (mg/g),
Ppep=DEP DAL (99.74%) .

5-1-2)%& B&EW:

DSS-ds FEHEME 41.76 mg E7-13 44.98 mg &
BIZEYD, DMSO-ds 100 g%z qQNMR fZAEFRE
L7z, QNMR HZHEVEIR D DSS-ds #5 (0.385 mg/g
F720E 0.415 mg/g) i, DSS-ds FEHEYE DOHIE [E
(92.2%) BROFEEIVE L L.

5-13) T EALT 7 A, BRAHA 2 B RUOREIKEE
DSS-ds HEHEME 2191 mg #HEBICEY,
DMSO-ds 100 gZ/Mx gNMR HEHERIKELT-.
qNMR IEHEVEE D DSS-dg ¥ (0.202 mg/g) I3,
DSS-ds EHEME O E (92.2%) BLOFFEE

FOEHLT.

5-1-4) TR

1,4-BTMSB-d, ZE¥EM'E 20.49 mg ZFEHEIZEY,
MeCN-d; 100 g% /% qNMR IEHERKFELI-.
gNMR E #E ¥R O 1,4-BTMSB-d, 2 B (0.204
mg/g ) 1%, 1,4-BTMSB-d, 1= %4 '&E o il FE &
(99.8%) B OFEEfEIVHEH L.

5-2)qQNMR HIE

F B 5~10 mg ZFE5 1 &Y, QNMR ZHEE
BRI UT=. ZOWERENE 5 mm O NMR 326
BIZANERL qNMR JITEE{To72. 7288, 7T&A
T 7 BIZOWTIE, FIEERNC TFA-d) (IR E
5%) % NMR FEHE 12 AL QNMR 2 L7Z. DSS-ds
F7213 1,4-BTMSB-d, OV 7 F VI BE L FNE
11.9.000 F724% 18.00 LIz EOREHIHRT D%
NENORFEEROT 7 FIVEERE, 18, &
EEETRONITRAL, SEEDE E/ITRE
Rk fh O (%) ZEH L.

Puri ty (% ) _ Isample/ Hsample Msample/ Wsample
Istd/ Hs‘rd Mstd/ Cstd
x 100

12720, Lampe=i Bt DRFEFL DL 7 )V ETEIRE,
L= EBIEHED 2 7 F )L R T8 (DSS-ds : 9.000,
1,4-BTMSB-d, : 18.00) , Hempie= 5t D 5 B Z DK
R, Hie N BIEE O R E K0 KFEHR
(DSS-ds:CH; X 3=9, 1,4-BTMSB-d;:CH; X 6=18) ,



Mample= R D 53 F 8, My=PHEEED S T &
(DSS-ds:224.36, 1,4-BTMSB-d;:226.50) , W gampic=
HE O E (mg), Co= qNMR R ERE O
DSS-ds E721% 1,4-BTMSB-d, I £

6) T
6-1) L

VIVE VR 250 mg BAEEICED, RS —L
ZINZT25mL &L, fERFELLTI=/—/LT7HXL
A RIEETIIL 0.1 mol/L /KER{LT R LK T
TELR. i FUIKER LT N Y A RIREREET
EORITHRAL, YLE U BOME (%) ZEHL
7.

w

X100

72120, KB NID LR DT 774 —(1.003),
V=i T L7z kKER{b N7 AEHRE (mL), W=//1
v OFFE & (mg)

6-2)%2 R&M:

ZRER 250 mg ZREICEY, 50%H s/
—/LEMZT25 mL &L, FERFELLTT=/—/v
Ly RRIEZTML 0.1 mol/L KEE(bF R LEEHR
THWELZ. M LIz KBR LN U ARIRERE S
TROKUIHRAL, BEFBLOME (%) ZHHL
7=

Purity (%) = 1221 XEXV

W

X100

7277, F=0.1 mol/L /KE&{LF NI NEIERDT 77
2—(1.003), V=i FL7ZKER{b T R ATEHK &
(mL), W=% BEEEBEOFEE (ng)

6-3)7 b Nl
FeR oz 500 mg ZFEEICEYD, PRy ) —
AEMZT25mL &L, HBrR¥EEL T/ —bly

REEEA UL 0.1 mol/L /KER{bF R SRR T
FELU-. i FUizKER{b RN AR &R E % TR
DFUTRAL, TEROEREOHE (%) 2H M L.

16.82XF XV

Purity (%) = W

X100

72771, F=0.1 mol/L /KE&{LF NI DIER DT 77
2—(1.004), V= F LIz KE{LT N U LTE K &=
(mL), W=7 bR efiEEOFEEE (mg)

7 BEF OS5

7-1) RBRIER O

7-1-1) Vg i

F—X, V=t —, F¥ET, v —HI, TARIE
R=2ZMNG O NF— HIGILTZ5EL 5 g ZRILEIC
B0, BRI LT N AKERIR 20 mL, 10%FilE 4
mL &Mz CTEetEL Uiz, P =F )Lm=—7 /120 mL %
Mz T, REVFAF—FANTRHEZRED T A
AUT1%, #0408 (3000 rpm, 5 min) L, Y=F L
T—FVEERSERLE. TRy =Frz—7)v
20 mL ZMZREICAERL, EEE&HE 40°CU
T CRERMELZ. A% /—/ 20 mL ZMZIRVIE
With, A% —VEESBUBERLEL. 13611
7T QNMR AZHERK 1 g ZIEREIDINZ T2
% qQNMR REBREIRE LT

SLIEAROR : 30K} 50 g & IRILEITERY, 10%H 10
mL, YTF)LT—F /L 100 mL EMAAEDTAH
— AW TREEREDF AR LI, 305
(3000 rpm, 5 min) LY =F/Lx=—T V@& RO
Btz F L —5 /L 100 mL #I0x FEROH
HEERIT 7. ZhbDYTF L o—T)VEEE
It 40°CLL T CRUE TRz, Hoh/-iihmic
qNMR VAR 1 g ZIEFEIZINZ T2b D% gNMR
REAIRE LTz



LI 5Bk 5 g 2B ICERY, fafntE b~y
LKERWR 20 mL I % 72, ¥V =F b= —F /20 mL
ZMZT, RESFTAF—2ANTREERED T
AXLT=1%, =057 BE (3000 rpm, 5 min)L, Yx=F
Nx—TNEESRLUE. TR =F La—T )b
20 mL ZINZFEARICAEL, EEE&hH 40°CLL
TTRIEREML. FbiL/cEmic QNMR %
AR 1 g ZIEREICINZ 7=H D% gQNMR RERIAREL
7-.

ZOMMDOTUELFBE 5 g A ILE ITERY, fafniEqb
F D LKERHE 20 mL, 10%HREE 4 mL 201 % CBE
MLz, P F o —F)0 20 mL #MZ T, ~E
DFAY—EHNTREIERES AR, =
D538 (3000 rpm, 5 min) L, YT LT —T)VE
EoBLE. TRICY=F/L=—7 /120 mL #/x
FERICAHEL, EEE AT 40°CLUT CRUT R AE
L7z, S5-I QNMR AZEHEAT | g Z21EHE
WA =6 D% QNMR RBRIEIEELT-.

7-1-2) R E

A5 g 2RI T T ANTED, K 100 mL, HEAik
FRIDL60g, 15 % (wiv) iBABRER 10 mL 200
Z 8557 10 mL OFRFHE TREKKZIHNL, &
i 490 mL ZAHEL-. BIRIZKEZMA T 500 mL
WERLIE, AT I 7 04— (BR L3R
HLC-DISK, 7K, 0.45 um) TAiL HPLC RBRIA
WLz,

7-2) BRBOVIAE U EEEBEDORIE

7-2-1)gQNMR {&
BRFOVNECBEEREIZLLTOIIIT-

7e. T7205, QNMR REBREREZSME 5 mm O

NMR FEHEIZ AL, HEHL, QNMR 12 L7z,

DSS-ds D7 F/VERFEEZ 9.000 ELizLEDY
IEVBRICHEETAEFNENOBFEROL T L
HFETRE, &, RESETLONCRAL, &
OV AE U EEE & (gkg) #R L.

I¢,/H M /W
Content (g/kg)= SA__SA SA__FD

IDSS/ HDSS MDSS/ CDSS
72720, Iph=YILE RO ERX DL 7 F IV EE

BRIE, Ipss=DSS-ds D7 F L EFESRE (9.000),
Hopa=Y VW E B OREED 7k,
Hpss=DSS-ds D7 04X (CH3 X 3=9) , Mgy=Y/ /L E
VBED 5y T & (112.12) , Mpss=DSS-ds D4 T &
(224.36), Wrp=%- RS DFFELE (g), Cpss= qNMR
BRYEVE IR 0D DSS-ds = BE (0.156 mg/g) .

728, QNMR Db 7 MEE, DSS-dsD 7 by
T F VR (S0 ppm) &L, & fEE ppm AL TR
L7z, Fiz, T — 2O, 7V E#hoE &
DHEHETEHBUHCTED Alice 2 for qNMR
“CaTVT47 (HARETF ) 2 Az,

7-2-2)HPLC &

KRERAERVEICEVELNT- HPLC REBRIRRE T
FRIR T4 AV HPLC I T Lz,

[HPLC )47 2. L-column2 ODS (Chifk 5
pum, 4.6 mm id. x 250 mm), BEFE: AZ ) —)1 -
7K+0.2 mol/L U F&#EE K (pH4.0) (36:59:5), ¥
1.0 mL/min, #7AEE 40°C, i :230 nm),
HEAE: 10 uL
28, EESIITHER R EREICIVITo7. 3772
Dh, YVEUERIREE D 3.1~50 pg/mL OEPHIZA
BINCHRERA Y VeV BIERERRETEAL, &
bz 5 MO T ADE— 7 EE LR B
AR LTz, BB DRBHRIR D L B
(ng/mL) ZRK, FTRROXICIVELFT O/ LE
Bed & (g/kg) #H LI,



CxV
1000 x W

7L, C=UBHART OV LE U ERIEE (ug/mL),
V=2EHK & (500 mL) , W=sLEIOFEELE (2)

Content (g/kg) =

7-3) B OREERE EORT
7-3-1)gQNMR {&

0T BEBREEORIEIZLLTOIINAT
7z Fbb, QNMR RBREREIME 5 mm O
NMR FEHE I AR, BEAL, gNMR (2T L7%Z.
qNMR JHIEDFEALG A% Table 11RLZ. b
7= FID & —#1%, 7—V = Kk O IEZ T
2. DSS-ds BLOVERT 7 VOB FFAZRE
L7, DSS-ds D7 F /VIEFETEE % 9.000 £ L7z&
DR BB T D EREDY VT /VERMR
PR, BESEZTRONURAL, BaFO
BEMEE (g/ke) BHEM LI

IBA/ HBA MBA/ WFD
Inss/Hpss Mpss/Cpss
7770, =R BERORKEEDOY T TV EER
FE, Ipss=DSS-ds D7 F /L FEIEEE (9.000), Hpa=
ZRAEBROEEREDOT 14K, Hpss=DSS-ds D7
a2 (CH; X3=9), Mpa=Z B E/MO 7 T &
(122.12) , Mpgs=DSS-ds D431 & (224.36) , Wep=
AR FOFRE (g), Coss= qNMR FEHERE RO
DSS-ds £ (0.385 mg/g F771% 0.415 mg/g) .

7235, QqNMR OfbZ 7 MBI, DSS-ds D7 by
7 F VA HEYE (5 0 ppm) EL, & % ppm BLTH
LTz, 1z, T—2OMHIL, 7—V=EHErba &
OEHFTE H B TES Alice 2 for gNMR (H
REL (BR) & A

w0k

A

Content (g/kg) =

7-3-2)HPLC &
KRG BRI I E SN HPLC BRI E T

TR % AV HPLC IZToOtrLze.

[HPLC 4f)1#F2: L-column2 ODS (KifE 5
um, 4.6 mm id. x 250 mm), BEHE: AZ—)1 -
702 mol/L V> MefEEif(pH4.0) (36:59:5), Tt
3#:1.0 mL/min, 77 AR 40°C, #{:230 nm),
FEAE:10pL
7ok, RS ITMI REMREICIVIT 7. T2
bbb, TEEBREEN3.1~50 pg/mL OFIFHIZL5
IS BERA R BEMEERIREEAL, B0
7= 5 mOravh A0 — 7 mELVRERE7E
L7z, MERPOREBHEKRO R EEBRIRE
(ng/mL) &R, FrroXckvEfif 0% Bk
4B (ghkg) #HHILT.

CxV
1000 x W

L, C=RABHAIR 0% BEBRIRE (ng/mL) ,
V=tkHi & (500 mL) , W=alBtOFPER A (g)

Content (g/kg) =

7-4) BHEHOT RS EORIE
7-4-1) QNMR

BRTOFeRoFkE BEOBEETUTOLIC
Tot=. T7hh, QNMR RERVERE FME 5 mm O
NMR BHE IC ANERL, QNMR (L7, 55
Ni=FID 7 —#1%, 7— V25 J ORI 21T
572, 1,4-BTMSB-d; BELOVERT 7TV DD H
% E L%, 1,4-BTMSB-d, DV 7 /LR
R 18.00 LLI-L XD T ERNEFRRIZH R DRFE
RO 7 FVEERE, HTE, REFZTRO
KIRAL, BT OT R ofE S & (gke) 25
HL7=.

Ipa/Hpa Mpa/Wgp
Igtmsa/HeTmsB  MBTMSB/CBTMSB

Content (g/kg) =

7":7%:‘1/» CDAZ?EI\HE/FE?/%%(g/kg) > IDAZ'?:EFD
e OB ELD 7 F v mEfEmMmE,
Igruss=1,4-BTMSB-d; ? /27 /ViEFEREE (18.00),



Hppo=7 bENE O R EEO T o %,
Hivsp=1,4-BTMSB-d; D7 k%1 (CH; X 6=18) ,
Mppa=T7 ER BB @ 5 1 & (168.15) ,
Mgrmss=1,4-BTMSB-d, D4y F & (226.50) , Wip=%
BEOFEERE (g), Coruss= gNMR 1 #EVE IR O
1,4-BTMSB-d, #£ £ (0.204 mg/g) .

7235, QNMR Db 7 M, 1,4-BTMSB-d, D
Tabhr TR ERE(S 023 ppm) EL, § HE
ppm HAICTRLUZ. T, T —HOMNTIL, 6-2-1)&
[E4%IZ Alice 2 for QNMR % U 7z,

7-4-2) HPLC &

KREKAEBIEICIVELNTZ HPLC REBRIERIZ
DN, 6-2-DIRLIRIESMFA#EFAL, HPLCIZ
THHLIE. 7ok, EEDITIL, 6-2-2) L RERICHE
SHREAREICED T o7z, T, TR aFikE
FEDR 3.1~50 pg/mL DHFPHICRD IR EMRA T
EROEIE R A EAL, o4z 5 mosaw
KT LoV — 7 EBIVREREER LT, RER
DBRUEHAIR O 7 e R o FERE IR EE (pg/mL) %3RO,
TrOKIEIVEMFOTENaEERES £ (gke) &
BHLE.

CxV

1000 x W
7272l C=RlBHEIR T OF e R o FEIER E (ug/mL)
V=rBH & (500 mL), W=sElOFEHE ()

Content (g/kg) =

C. BRBLUEBE
DESEINY D 'H NMR A7 Lo

qNMRIEICE DB E R ERBICIE, &EHT 3k
% NMR 7T DIEE, &7 7D SIN L, 7
FRDE LT T INDGEEE 2 E DIFRBI R AR T
bHDH. FIT, KBTI/, REER, 7
tRofEES, BHT, BHA, 7R®AL 770000 A, 7Tk

ANT 7, BRAFE2 5RO ESR (Sodium salt
of 2-(1,3-dihydro-3-o0xo0-7-sulfo-2H-indol-2-
ylidene)-2,3-dihydro-3-oxo-1H-indole-5-sulfonic
acid K& O of 2-(1,3-dihydro-
3-ox0-2H-indol-2-ylidene)-2,3-dihydro-3-oxo-1H-
indole-5-sulfonic acid Z 5512, Z#LH0 'H NMR %
BIEL, A LTI Z— B RAIE LT, Bbh
TeART I G — AFRE T, LT D gNMR (2
B omalziTole. 0k, BELzi B 05,
BHT, BHA &K U7 Z AL 7 7 247 A0 'H NMR %
~J MV Fig1~3 [TRLTE.

sodium salt

2) QNMR {EICEAYLE VR, 2 BERE, FeRofE
B, TEALT b, RAFE 2 BRORIKEEDE
B HE

qNMR k1T, AV BICBIRSNAEREYE
ERIER SO 7 FIVIRE LTV E DR
R0, BIENBLEMORELENERTHIE
WNABETHB. £z, SI IThL—H T L 7p B e s
FRNEEEDE L THWAZEIZIY, BHNDE
EEOEEMENR ET 228 a5, 22T,
AYED B ORI 0T~ 0w At 2 S
MIIT D70, BIER TR LI EEM DL, vy
VB (EESBIOER), ©REEE Bk 2
18), 7eFuEiE: EEE R ORR), 7eAL7
7h BRAFEE 2 BRU 2 BOBIRAEICHOWNT
qNMR HBIFEZITV, E &I FTRERY 7 Lo
B Z1T o7, QNMR IBIZINELN=BLEY
®'HNMR A7 L% Figd~10, FAL &Moo &
% Table 2~8 IZZENLIVRLTC. 7233, {7 F L
i3'H BL0V°C NMR K OVEFE 2 K 5 NMR (‘H-"H
COSY, HMQC, HMBC) A7 ML DA/ 2RI I
FUIRB L. £, LRV T MEL, PNERERED A
FrTuabrv 7 Vi EERE (DSS-ds: 8 0 ppm,
1,4-BTMSB-d,:0.23 ppm) &L, & fE% ppm BAL CTF



L7z,

VLB VEETIE, & 1.84 ppm (kFEEK 3), § 5.79
ppm (7kE%% 1),8 6.26 ppm (KFE#% 2), 8 7.18 ppm
(KEE 1) BLOS 12.2 ppm OKFEH D Iicy/ ey
BECHRT BT ABENEFNBRESNIZ. Th
5055, § 12.2 ppm DT F VAN RBROER
o EICHRTELDTHH, TDLHIR T
DT AT F L, BT IVEEBEE
BHTERWENAHYERITIIFTETHD. £Z
TYNEVEEE BEOEHIZIL, § 12.2 ppm DT T
NERLD 4 O 7T VERWSZEEL. £
OFER, Ko7 FAIVEHSNEY VUG R
OSEIT, FEEYE T 99.3%, FEfkin T 99.1%TH
ST BT FANSELNEEBEIZERTLL,
=Y EICHITD & 6.26 ppm KVELN-EEE
(99.7%) 1%, > 3 DT T IVnbEbhoE &
& (5 1.84 ppm:99.2%, & 5.79 ppm:99.3%, & 7.18
ppm :99.0%) L@ ICE SN, ZO/A
IHRFR I B W TR TH 7. §6.26 ppm T
i, AFVEICHET AR AE U ROAF T B
VT FARBLOENCHET D 2 ALVROAT
VAT FRIFEL TS, Fz, ThbDy
T F NATE SN E RSO LI ER I TR
WIENST-L T F AL TR, #-TC, B
DS, 2OV FNORESFE MO T TV LD
EFIRNH20, FondaBENEOICE RSN
rrEZENE. Y EDERBLIOV Y L mEER
QL E BT HE, MufE» kS, LHE
D/NEN3 FEDL 2/ F /L (8 1.84 ppm, 8 5.79 ppm, &
7.18 ppm) KDL E RAESS, EEITIT b DL
EZzbhilz. 2P, HAHELERZ (RSD) (TIRHEY)
BT 0.3 %, Brfkdh T 02~0.3% THOIHTHEET
BiFThH-Tz.

BB CIL, § 7.54 ppm OKFEE 2), 5 7.66
ppm (k¥ 1),8 7.98 ppm Uk FE# 2) 8LV 6 13.0

10

ppm OKEH 1) TR BEMICHKT DT T D
FhENBESIN. Zhbmob, § 13.0 ppm D
TFNATANR o BEOEReX v EICHRTDH D
THHN, YLV BOLELFRBRICZOLI 2R
PED T a7 FIVLE RICRE THD. €ZT
ZAERESEOEHIZIZ, § 13.0 ppm DT TV
WMo 3 B TRV, ZORR, 4
VI FAEVERHSNEZR BEBRE EOFEIL,
sample A L0 sample B &H1Z 99.6% Th 7. 45
T FANBELNEBEIZEH 5L, sample
A BE W sample B &bi2 3 O FA00ELI
HEEET, 1BFRSLEZLN, IOV 7TV
11, REEHEEORHITEARRETHDHI L
BAL7-. 723, RSD & sample A T 0.1~0.3 %,
sample B T 0.05~0.1% CTHO P THEIZ R TH
27,

FeRoFEE T, § 2.22 ppm (KFEH 3), § 2.56
ppm (7K 3E¥ 3) B8 6.03 ppm OKFEE DT ER
OEEER B SR AL T ARENE BIESIC.
B0V F LB SN T EN a RO
ERITEEME T 99.7%, IR T 98.9%T
ots. KB FADLELNIEBEIZERTD
L, 3 BoL /S FANLELNEBEIL, BED
BT 99.6%~99.7%, AIEFFHdn T 98.8%-99.0%&
EIER% ThoTz. £z, MR ERZE (RSD) i34
TOVTF T 0.1%~02% THI I THEED BRAaf
Thotz. LLEORRLY, TR aFigRoE ERE
BT, ThbDvZ TR ANDIEICIVIE
el EBN A RETHDHI LI HIAL.

TEALT7 LT, §2.20 ppm (KFREL3) KTV S
6.04 ppm UKFEEK 1) ICT EANLT 7 AIZHET DY
FFARENENBESNIZ. ZhoDY 7T LEY
BHENET EALT 7 LAOFEE BT 97.7%TH
o, BT FAPLELN-EEEICEHTDL,
2 BOVTFANSELNE B, 97.7%K T



97.8%L1FIER%E Th-o7-. £2, RSD 1TL2TDHY
TF T 0I%THIATIEED RiF Th-o7z. 2Lk
DFERLY, TEANVT 7 2D EBEREICIBV T,
IOV T F N ERNDZ LIS E B AN H
RECHOZEDHIAL.

BHEE2E (T 032) Tid, §7.28 ppm
(k3=%52), 8 7.76 ppm (/K FE%522),8 7.80 ppm (KR
#2) L8107 ppm OKFEH 2) ICEHEF A 2 B
HkTav 7 FAnenEnBlEshiz. &7 F
NIWELNTZEBEIZER 755, 6 7.28 ppm, §
7.76 ppm, § 7.80 ppm FVELNTZE EEIL, 91.0%
~91.5% Cdh-7=. £z, RSDIZ0.1%~0.3%THY
HTREILRIFTH-o7=. —J7, § 10.7 ppm LV
LI BEI, 89.3%&Mo 3 D7 F b
BonorEEEIVEDICERShE. — &8Iz,
NH OX57RKRITZMEDOKETHY, ZnkH7%
IKFITIERE s SV ERERE A B TRV E
BHLILTVD. SEIOKRIL, TnE23FHFT 5
DTHY, § 10.7 ppm D7 F /T TE BT &)
WLz, U EoiEREY, BHF6E 2 ZFogERE
IZBWTHX, 6 7.28 ppm, & 7.76 ppm, & 7.80 ppm D
VT TN ERODIEICIVIERIRE RN ATRETH
DHTENHALT.
Sodium salt of 2-(1,3-dihydro-3-ox0-7-sulfo-
2H-indol-2-ylidene)-2,3-dihydro-3-oxo-1H-indole-5-
sulfonic acid (5, 7°-f&) T, Fig 7 IZ7RLIZEDIT S
7.00 ppm~§ 10.3 ppm DEIFAIZ, A(LAMITH 3k
THVTFARBEINZ. ZhemHh, 5y FRY
TFEOSEEE, RHEE 2 BRhERLEWL
SMTHSRT AL FNE DB, S 7TV DOSE
FERREREEL, § 7.67 ppm (KFEH 1) K6 7.71
ppm UKFEE DEEERA OV 7 F/LELTERL,
EEEFEHLE. ZORER, 2 By 7 Funb
BoN-EBEIL, EHIZ 40.1%ER%ThoTz. £
72, RSD XL 7 /LT 02% CHIHHTHRELE

11

I CThotz. LLEDORERED, REIFEDORRELT
AWz 5, P-AEDOEERIEICBWTE, Zhboyv
T NERVAI LIV G EENFIRETHDHT
EDHBDEIR STz,

sodium salt of 2-(1,3-dihydro-3-ox0-2H-indol-
2-ylidene)-2,3-dihydro-3-oxo- 1H-indole-5-sulfonic
acid (5-K) Ci, Fig. 8 IZ/RLIZEH1C 8 6.80 ppm~
8 11.0 ppm DFFHIZ, KMbEWIZHRTEL 7T
WHBBESNTZ. 260G, 5 FRY T F RO
SEEE, BRREE 2 BREREAEHLISMCE R
DUTTFTNVEDGREE, YT T NDLEEREEE
FEL, § 735 ppm OKFEHK DEEERDOVTF e
LTBRL, EEZEHLE. ZO/KBR, Zovs
TAPLELN-E EEIL 63.9% Tholz. —7F, §
6.98 ppm (K 3E% 1) KL OV8 7.54 ppm (kK 1) D
TFNIVREHESNDEEHIT 65.4% K& 67.3% T
Y, EHIZ§ 7.35 ppm VBN EEELIVE
fEREIeole. ZhUE, Y —2ICEFICHFEET D
RHEE DY — 7 DI DL DEB 2 B, O
Bbh, §7.35 ppm DU A EEBEIZHAWATZE
NEHTHOHZE RSN, F2, § 7.35 ppm &
DELNIZEBED RSD 1T 0.1%THY, GHTHE
TR CThHoT. LLEORERIY, REIEOFEE
LTHWE S-EROEERIEIZBWT, §6.98 ppm O
T NERWAIEIZ LG EENFHETH
HIEDBHGMEIR ST

3) QNMR (EB I ONETEEICL D Ve U BE, 228,
EiE KR OT R aFiE S B0 HER

8 REMININPAEETIE, REFEROERE
ELUTHREEEN RSN TS, 22T, YLE Y
AR EM Y, Z BEBFRM K 0T bR o Frfe s
Wt d VT QNMR SR EEIC IV E S A%
HABOEEXENENHER L. TR, e
BETIE, Table 9 IZ/RTEHIZ QNMR 0O E{H



i, HEEO/KRLTE KL, Rk, BEE
i, FERaFEEIcB O Th gNMR EOEEE,
WEEEORE R LIZIE — L (Table 10 and 11),
gNMR 1L, HEELREORELE THIL0
Frotey ghel
4) QNMR & VR iR O & BT OMESLIC
EE A Ehl

FE ORI OISR B OREHE A &
o, RETIEY AL VEE, REEB I OTERuE
A%t QNMR 42 VW iz &SP O BOTHA
ORI BT DIE AT T

4-1) B UEE
4-1-DE#RME
INELVEEDE LT T ADOEBMET, 8 ROR
J (0.077, 0.16, 0.32, 0.63, 1.3, 2.5, 5.0, 50 mg/g) D
7 F L T RE R A B VERR LT — IR [BUR ELRR O
REEE (R?) LVEEELZ. ZOFRER, Figll 1T
+X31z, § 1.84 ppm D7 F I THE, 0.077~50
mg/g, §5.79 ppm KX 8 7.18 ppm D7 F /LTI,
0.32~50 mg/g O FEHIFH T RAF A2 EAIE (R
0.9999) Z R ZEAVHBALTE. 28, HL 7 TS
BWTC, L RUZBESRBEICBIT 5B O
FEE R L AR EOMRFAZEIT 1%L T Tho
7=

4-1-2) AT ERER

INE VIR IO ORBEOERANBED LT
AEFDOIL, F—X, bbb, Y—t—¥, SEOD,
vay s, BIE, Vv b, BE, DO, TT vy
73 L OELER E AOBHZ DWW TE NI R EBR A 1T
7. YLE LR OTRIME Y, &R 5O EIRR
FECHRELE. £, ERTREHE DT HA T
FREE AREHZ DUV TIE 0.013 g/kg, EOMOD R LD

12

WTHE0.13 glkg 12OV THIRETL 7. HRINEIE
B B Table 12, V/VE VERRIINBIORINL
P A i 'TH NMR 227 V% Fig 12 IZEhEh
RLUE. B, YNVEVERHED ST FvD SN
b, AR, 7 F IR EDOR—AT A, IR O
STFNEDFEEEA S EBRLT, SEVMBX
OSLESEACENE 6 7.18 ppm, TOMO R ML 8
5.79 ppm DY FLIVEIREEZEH L. A0
DMHOYVE U EEORITER, ABRESKEHZERS 10
o/ ST, A ERREOHRINT 891~
100.2%, 0.13 g/kg OHEANT 80.3~99.7%&L E4F72
B EAELNE. I F— AR —E—IC
DUVWTIHE AZ/— /L ATl B C Z ) R
ST MERETHRIELIT TN, Thb 2 FOE
IV 1T BAF CHY IR HREIC LD EINE DK T %
ORI ARV PRI, F72, RSD I
o F_E BRI EEVRANES T 0.5~3.1%, 0.13 g/kg #¥0
BT 0.6~6.8%TCHY, HHTHEIIRLG THoT.
—75, 0.063 g/kg TiE, EAMICEIREMET D
LBz, BBHZ L TIE 70%% T EH Db ObHER
-,

AEeE ACEHT, EF EIRIREEA OB EH A~
1 F—F =&z, REOFFREN 5§ g TR
NMR DR ORI S/ Ve VR RO 7T v
PRI AHIENREETHLEE AL, £IT,
FEEES 50 g \[CLTRRILIZEDA, YvEVBREA
SEDL S F T REFS SIN EeERL, BRI
F EFRIEEE O VRAT 93.3% (RSD 3.0 %), 0.013
g/kg WEINT 86.4% (RSD 2.0%), 0.0063 ghkg T
712 % (RSD 3.4%) &£ TORE T 70%LL L%
[mlDfERLRoT.

RIEOFERETRIZOWTE, EEICHAWEZY
7D SN b, Y VERDE BICBITHAIED
B, SRR A I E H U, BRINEIEER T, R
SUREDY D, EH EREERD 0.13 gkg (&



BT, T TORECEIREX 70%LL E, §f
ITREEIX 10%LL T Thot=. —77, 0.063 g/kg T,
EERIZEINERMET T 2&Eb1, BBHI LS T
I 70%% T EDLLOV RSN, BafEER
THEIE—NED O _HZEROE—INED
ANE-ZBERCHETORERRICHETABES
BO—EHTARTA | TIE, NEIFEEBRIZRBITS
Bl R D BIEEE 70%~120%E EH ST\, =
hoDEEZ T DL, 4RO RITHBETE AR
SNTHIOFREHZBWTY, 0.13 ghkg DL ETiXB BT
DEEEEZBELTVLIERNHRSNE. £,
gNMR (23U T, 710 S/N EE A4 HTREFE 1T K
XHEAHIENRESNTOE 0, Fx Ot
TIXS/N 23100 LLESHIUIE, 1% 0EZEFIFH TR
EENFRETHHI LB L TWD. UL LD
FEREQ 4-1-1) TRUIZESBEDORFHEREBIZEL
T, REOTEETIR%E 0.13 g/ke (FLEREAKEF:0.013
g/kg) LR ELTz. BHETY AR VO A BED
SN TWAE O A ERRIEEE L, 0.05~3.0 gkg
THHILEZBRETLHE, KEZINLOREFDY
JVE U EEO EBICE A T REEE 2 b,

4-1-3) NMR EIZEHE R POV LE U E B OB

E

VB VEBEOFERANR RSN CONETIRAE S S
(<, Y—k—, SXVw, vayY, Urs)
12DV, QNMR HEIZEAY A E VRO OE ER]IE
(GRUBHAHR TR Y B BERh 4347 : qNMR) 2170,

BONT-FEREZEAE GREHARR R KESKE,
3BT HHE HPLC) SEERL 7=, 7235, qNMR £ Tl
INEVEEHED LT FIVERKME DT ED
TBERE IR E R BRI T, XML S 7.18 ppm, D
AT 5.79 ppm D7 F AR FANTIAE
MEeEEYEMHLE. BRBROV/ALEVBEES
Table 13, &5 'H NMR 2~ L% Fig.13 IT

13

ETNZRLEZ. b<b, vYavy7, V¥ AT,
qNMR EIZIVE SNV U BEE BITEE
JIFABE THOIED RS, QNMR EI3E 5N
ELRIBREICEMREERGREE XD EIHBL
z. — 07, SXVINTIE, QNMR EICEAYLE VR
BIIAEEOR 12 5, £, Y—E—UTIER
09 fEOEEMARL, MIEIZLVELNEY VE
BEEICEENEOLIZ. ZHUEFEOH
EICRET 2L OEHEESNT280, SZEVDLBIW
V== VIO WTHRINEIGGRBRE T o7, £ Dk
B/, IXVNTHE, YLVEVEEIID A 0.75 g/kg (VL
U IRINEF O EINE A gQNMR % (R
HIE) T 94.5%(n=3), BHIE OKEKEEE) T
84.8%(n=3)Th>7=. £z, V—E—I T/
B 2.0 gkg WMEK ORI FE T gNMR ¥ T
89.1%(n=3), BENVET 93.3%M=3)ThH-7=. LL I
DFERLY, SXOLBIOY —— U CRHERINE
QNMR LB EIED YV E VB S BBV HH
N7zog, M IEO R (EE) 237
JRIREHAL., Zodoiz, V—t—YBIO&E
VT QNMR JEEBATED TE EEICZ RN
bNcbO O, IMEIGABRDOEREBE T DL,
BonERITIZERELE DN, 2B, RiE
ORI 1 RIEYZOEFT 55 pl@mmik
(125 47) LEEA~SHTRFE S RIEIZEME S A, @A
EIZHARGEMEICH BN FIETHHI LD MRS
iz, DLEDFEREY, SEfESILT. gNMR E4F]
AU it ROy e BOE &S
EELTHRD TH A ThHZ LD HIBALT-.

BEBROEL 7 FLOERMEILZ, 8 AnjEE
(0.16, 031, 0.62, 1.2, 2.5, 5.0, 25, 50 mg/g) D7 F
JVTERE IR E A B MERR L7 — IR ENR E R DR E AR



(R XOFEMH L. FOFER, Fig14 \TRT I,
8 7.53 ppm K V6 7.98 ppm D7 F /LTI, 0.16~
50 mg/g, § 7.65 ppm DT FILTIE, 0.32~50
mg/g O FEFPH T RAFRERRME (R?:0.9999) 27K
FTIEBHA L. 22k, BT FTTENWT, B
MEERU-BEH#E BT R O ERE LR
B BE DFRRTRE N 1%L T Th o7z,

4-2-2)FIN ] L FRER

ZEER R OFOEBEOERPRDLNTND
BELDIG, FXET, = =BV, TRIRALA—Z],
BEIRACEEK, Yoy RO IZ DWW CHRINE
IRBREAT o7z, TEReFREORIRE L, &&
sn O EFRIEEE, 0.13 g/kg, 0.063 g/kg THETL
7. WNENNERBROFERE Table 14, &RHEO 'H
NMR A2 L% Fig,15~20 ([ZFNZEIRLT-. 72
B, ZEEFRBEROE LT T SIN I, IR, &
T FNEED R —AT A, KM DL T F D
DRI B EELTC, §7.53 ppm XS 7.98 ppm
DT FNIYEINEERE L2, § 7.53 ppm DY
7N TOE HENT-ARE O R 8RO EILE
ik, 4 BRI E T 90.6~96.5%, 0.13 g/kg T 86.7
~97.7%, 0.063 g/kg T 80.5~93.6% Th-7=. £z,
RSD (48 i BRI FE T 0.8~3.6%, 0.13 g/kg T0.5
~2.6%, 0.063 g/kg T0.2~3.9%THY, ETORE
WCRWTRAFRHMTRE LR L.

8 7.98 ppm DI FNTIE, OV T FLINE
HSh = &RE O R BEBEDBEINE O'RSD 1,
8 7.53 ppm OV FNTVEHINERATIER
B THHIENFERINT. B, FxET, v—HU
¥, TARHRAR—ANIDWTIE AF ) —/VE W
MHEBRECIVRRBROMERET2BRIELIT
S728, ZHHREHIBITDEIERIZIR G THY,
BRI Z D EINE DK T OMBEITE TN
DRI,

14

REOEZETRIZOWTHE, EEICHWZYY
FL0 SN b, ZEEFBROERICHITOAEDOER
B, BEAREIZEHLZ. IRINENGRER T, R
LIZIRE DY BEHIRVRE TH2 0.063 g/kg 1235
W, [BIURERIE 70%LL E, SHTREEIL 10%LL T
Holr. Fi7, TOREICBITALBEFROL 7S
LD SN 1E 100 LLETHoTZ. LLEDOFRERKE O
4-2-1) T/RULTZEMEORRETRE R LD, § 7.53 ppm
KRG 7.98 ppm ZERA ST FNAELTHNWEE
DAIEDFERE TIRE 0.063 g/kg ERXELTZ. FHE
TRBEBOERAPRBDOONTWDHREMDEH
FRIEFEIL, 0.6-2.5 glkg THDHIEEBETHE, K
HBirInboR oz REBEO E&ICHEH FThE
EEZ b

4-2-3) QNMR {EIZE DR M P OR BERE EDOH
E

ZRBEBOFERBERINREMS 4 & (=—HY
v, ERECELK, Y ay 7 R OL XS 12DV,
gNMR (B 2% REBEOE &E GUBHA TR
R, 08T QNMR) 2170, BHNT- k5 E
ZiEmik GUENAR RS KRGS, /i i
HPLC) LHEELTZ. 723, gNMR (5T, ZR&ER
HID ST F IV ETMED OV T F N EDREERRE
ZEELTC, v — AV, EEREBAKKR a7
8 7.53 ppm K U6 7.98 ppm, LXHHIL S 7.53 ppm
DT FNERCTCREFBEEYHEHE L. &
R ORZBERE ES Table 15, £RMO 'H
NMR A7 MU% Fig2l IZFNFIuRLz, £2TO
FEHZRBWT, gNMR 2 AW oriEic R HE
Nz BREBRE 'L, BAEORKRLIZIEFFT
BHHZENHERS I, ANIEILEEEE FFRE I
REBEREGZHZENHBALE. 72, RSD I
DV, REITBEFNEE AL m WO R EZ T
L7208, e KT 5%LL R Chotzi b, ARIETE



A EREORWEELZH TOZEMHALE. 25,
AIEODSHRERIE, Ve U BRSHT & RIER I @
CEEASTIF R KIBIZE RS D EEBIZ, SREE
LRSI =S TN R EZ AW 2282,
Bond ot EOEEELm ELE-.

DL EOFERIY, A EIMESI LT QNMR EZ2F AL
TeaT B, RETOREEBOEGESITIEEL
THED TH A THHZEMPHIALT-.

4-3) FERTEREE
4-3-1)E A
FEROFEEOES 7TV OEMMEIE, 6 A0
F£(0.16, 0.31, 0.62, 1.2, 2.5, 5.0 mg/g) D7 F /L
FEOREE 2 B CHERR L7 — WK ELR ELAR O P TE (R 3k
(R?) LVREf L7z, ZOfE R, Fig22 IR X912, 8
2.22 ppm &R 2.56 ppm D27 F /LTI, 0.16~
5.0 mg/g, § 6.03 ppm DO F LTI, 0.31~5.0
mg/g DRI FEFTRAREMRME (R*:1.0) ZR4 2
DML, 2B, BT TR NT, B
ZRUT IR ERTIC R ARE O ERE & EA
EE O REZEIT 1%L T Thotz.

4-3-2) eI 7B

FTERaFEE TN T AOEHRRDOLNTNEE
f3fENF—, F—X, =—HVN)IZ2WT, I
EUVEREBR AT o7 (HN:n=3X1 B#, Bf:n=2X
5 HE) . TeNoEmEORMEEL, FH EREE
(0.50 g/kg) RN 0.13 g/kg THRETLTZ. BOMENL G
BROFER% Table 16, RO 'H NMR A7 kL
ZFig 23 lZZNEHRLZ. 728, TeRaFifgh sk
DELTFND SN, IR, &7 F D~ —
ARTAV, T DO T F VD BEEE IR B E R
L, 8 6.03 ppm D7 F L EVEIREZEH L.
ZOFER, BADBFETIE, ERABOFT LR ofER
DEUNEZED, 0.5 g/kg T 90.4~96.9%, 0.13 g/kg T

15

91.2~92.4% T -7=. £/, RSD 1% 0.5 g/kg T 1.3
~3.8%, 0.13 g/kg T 1.8~4.6% CThH-7=. HE DS
BT, IINREDN 0.5 gkg THIVERIL 894~
94.6%, PFTHEEEIL 2.1~53%, ENKEEIL 44~
6.0%, WIPEEN 0.13 ghkg THEILEIL 86.8~
93.1%, BFITHREEIX 3.1~6.6%, ENEE X 54~
82% Th-o7c. REIINY I IED T 41452 M4
DEEEIIRIN TN, TRHFICEE B
AT DRBIE D2 YR AR T A ) CERR 19
H 11 A 15 BRZHE 1115001 B) T, 0.1 ppm L
EOREICRITHEE (EULR) o B ZEX, 70~
120%, PHTHEEIZ 10%LL T, EPNREEIT 15%LL T
RESNTVD. ZNODEES T DL, SEIOMEER
FEWTHORE R ORINEE chb BB hrh BiEEE
=L CWDTe), KB, B OTeRaBEfE ST
WRBWTHRREERCEELE T 5% 4720 EE
ThoHEER LN,

REDOERTRIZONWTIL, FeFoF#EOE &
(CRITOAREOERE, FBEAEICHE B L. iinmE
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Table 1  Acquisition parameters of gNMR analysis

Spectropeter
Probe

Spectral width
Autofilter
Acquisition time
Flip angle
Relaxation delay
Number of scans

Spinning

'3C decoupling

JEOL ECAB00 spectrometer

5 mm broadband autotune probe
20 ppm (-5~15 ppm)

on (eighttimes)

4s

90°

60s

8

off

multi-pulse decoupling with phase
and frequency switching (MPF-8)




