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BHERIIRET, MEOSWELEYMEE DD,
ERYIVEEET B L2k b. ZOBE, EXREyH
PLET, IFERSTERTIREN IR MRS KER
B, i, BEOZE #H BEETIBOEICIY, TH
WOBRARRDLZEITRY, Oy NEESIEREE
B L TREL, ANAEERE LU CGHEz Y bo—)b
DEELW., ERRRBOBE, BAOTHMIL, KTh
LEENREVN, EEARTENE LT, BEBILKDE
EEEELELDETEE, I—VT 1 v —iEEFIH
TR LR, KEEREDOIZEEREERY
FEBIIHBRTDHI LD, Z0LIRBE S S
», BHEDEE, EHLTTF ADEERETIE, £<
O%E, BELZOBEATHRINTHLHRE, Hsn
WTIRTEE ARBIZ DWW THEZE T ORE - BROHE
TED, TOWEETIWAESRE LT, EEE RYE
BREE) LEEBBEZHAEL TS, &I50, IO
£ RREEOWRAERE LzBE, 7o~ sS4k
DMELIRAETETH DY, ROEZAETHETHHE
BTH=NVT 1 v vy —BEXAKOEBHMESRET
BIEFIn Tz, F-, HEiEI—EE0E
ERSEFTOLEELH D, X VEOESAH,
b, ZRBELHEEINTHRNL. FiZ, BAIKENT
7av M LTHESNAMER, BEEBEMR (SD
AND U= E)F ¢ BRER LU IES SR TR RN
», FOMEER, FEY¥ (Metrology) BIZER T T
NTHWBEIENWAT, DFEDCEEEYEZ S Uekx
SEEIZRBEETERZY. LA -T, EMREEIOH
DAMHEBET, BERE UTOARRREEZT > T iz
WZ DX RRECEY, AERCEHNF ¥ D
WTHBEZRETSZEE, BEECIMERD DD
LEZBNB.

T, ZOXD RRERYOEEMELFHRT HFEL
LG SIND b= EY T « ZHERLIES SRS
LT, E&NMR (quantitative NMR: gqNMR) 23E Bt
ENo2H5" NMR E, 'H-NMR X2 kI EiC
BEINILAEMOy 7 VEBLAS FHROE2 OB
BWEEOTo b VBIZHATAZEEFIAL TN S, 2
DAY ERICFEET AEE, VT VERRIE 2
DOEWDENRBEZLEATHZ L0056, —Folks
PWOME L BENHL,THNE, OI—FHDLEHD
MEDHLIWIEEEZ, BHEINZ V7T VEARLEBE
FAEEDOBEFRIrORO B ENTED. LT,
gNMR i, #ERS LFE—LEHOEEREBERT L
Eead, HloOEERELREES U CEEDHITRER
HEREEETHY, SIIZ b b—Y T IVl — kR E
DIHh, —REELERDE Tihabhb MEEOEEE I

SAOFREEZR . T OERBEICEWTENOML
FYWEOWAERZINDSHE] OBREZFEENCET S

SWETHD., Lis-T, ABEEAVES, Lo

EyE T3] #AWT, NMR CHIZETEER
HoWHLEMDENENFHEFNICERIZIRDHZ &
AATREL 12 5.

AR, Bk L RROEEMEL BRT 572,
HAEBHIZBWTCNMR EZFIETHZ & xFiRs
L, BRAZEWT, AEFAL TR EERERRE
DFEIZL DT, EDLDITHEBILL TW L »EErix
FHEARET 5 ENT, ERICBAERFAER O
ERRREM IV 70 NS4 =2 X0 L
EHIZONT gNMR OBIEZ TV, FIET38B48CE
TAREOHEE T - D THET 5.

2. EBEE

21 BERUEE

HAERBFHREEL LCE, FEHMEBS, honokiol
(1, Lot WKL 0604), geniposide (2, Lot CDF 1230),
baicalin (3, Lot CDF 1316), puerarin (4, Lot CDR 4423),
(E)-cinnamaldehyde (5, Lot ALL 5888) %\ \/=. cu-
curbitacin B (6) 13, MERHEREWERFTCEEIN
boxFER L. KFEE, METLER TOLED % {#H
U7z, ~F Y A5V ¥ 5 v (hexamethyldisilane: HMD)
I, BERAARBEOLDEAWE. 7Y VEBRY TF IV
(diethyl phthalate: DEP) X, () EZERNEESTIN
BOFVIEEEYE (Certified Reference Material: CRM)
(% NMIJ SRM 4022-b: #ifE 99.74%0.09 (mol/mol%))
wRAW: BEARCHEE (ERE 13, $NTISOTEC
"HoboxER L.

22 I#EF

R SILBERE NMR) - &+ — b 75 —f& INM-
ECA600 (600 MHz) (HREFHE). 7 I H V> 7 ME
i, HMD 2 &#¥+ 7)) (Oppm) &L, 6 {E% ppm
BTE LR FT—y@N2E, BE8EERNTY 7Y
= 7 ALICE? for gqNMR (HAE FHRE) 2R\

2.3 gNMR REEEROREKRT HVD OEERIE
HMD # 100 mg # & IZ&Y, DMSO-d: 2%, &
i 50 mL A L7z, DMSO-ds T, 25mL IZER
Lz, ZTNOEEY MeOH-d, %% < ERETI 10 45,
MeOH-d, TiX 5%, B UEBETEIZHFRL qNMR A
BEERE L. ZNHEERFTO HMD EBEE, BEH°
IZHEV, DEP IZ X URIE L TRed -,
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24 BEXRERHBEHEOHERE

EREN S mg #RBIZEVRY, HorUHFEEL
JTEER1OmL IZHEMRL, ZOEK0.6mL % NMR R
$E (Wilmad 528) ICHA L OEREEKE L
FZRBHZDZ 3 NS, BERICR - THIE #®
WA LMEXEH L aBE~0FE>E, 1HEUE
DOFO s VIZHET B S FNVIZ DWW T EETTRE e BB
Tfr-7-.

3. BREBE

3.1 honokiol (1)
&1 DNMR F + — k & ZDOWHIAR (BEER)

KU, aNMR O#55$%, Fig.la, 1b, Table 1 iZRd. 1
i3, FEELLEWTHY, v 7FIViE, 3.3ppm fHEIC
HFET BV AF LY (h i) D, 8ppm fHEIC
HET 2 2EOKBECHRKRT 5 —2 (OHL, OH2)
T ToMT 5 (Fig. la b, BRBICHFET LV 7T
VL, BETHHT e VEKIZHETS)., 2055
T DKBERFEOY — 27 Z#R W& 7 F ) (a~i)
DOFEMER, BT 95.4% (), HATI73% (b) &/
D, BODY 7TV, 28 G ¢ 97.0%) %KX, 6
VITF IR BUBOEEZR L. TRXTDOYITFIVD
n=3 COEXE#ERFZE RSD%) IE, &HKT1.6% (e),
B/NT0.8% (a) Th o1z,

1088 HEA-HI—CI3ABREBCERIN

(@
| B hl
1 1
1 1
1 1
' :
| l“ i “ “
I T e
enlargement
(b)
e h i
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gl g2
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Fig.1 NMR Chart of Honokiol (1) in Acetone-ds (a) and its Enlarged View with the Chemi-

cal Structure (b)
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Table 1 Quantitative NMR Results of Honokiol (1)

n=3

Target Chemical shift Number of Calculated purity =~ RSD
signal (ppm) H (%) (%)
OH1 8.23 1 62.58 0.69
OH2 7.86 1 63.44 1.05
a 7.26 1 96.49 0.79

b 7.21 1 97.28 1.47

c 7.01 1 96.96 1.17

d 6.89 1 96.92 1.00

e 6.81 2 96.16 1.64

f 5.84-6.06 2 95.36 1.12
gl 4.98-5.07 2 96.46 1.46
g2 4.90-4.97 2 96.38 1.28
h 3.36 2 96.86 1.54

i 327 2 97.02 1.17

7= HPLC i= & B #iEFRTA 100%THY, FEHICHRI
NERETH-72. 20X RRECZBENTSH, NMR
TiE, BWHEMCK (R HDO) hikeEzbN5v 7 )
VHABRBIZHEELTEY, ZOHFED, (NMR EO
HEZ 6BBEHLTT R 0EEZLNS. 25,
AREORBRESZIZIE x - HO OKEVDHY, K%
BATWAZENR, RESHIBBELCVDHDEEZ
b5,

NMR iZEWTIE, Y7 FURBEIEVYROBEY Y
Ty b, 2REVRERBET Ty MZOH
L, BZE&EREVRIZRDE, X0EMHLy TV VT
Ny —vERTIELRD, EXEVRDBE, EFNE
NoLET 7 e JEEOBRFE»B 1 AR TE 2Ny
TFNRERDBENELHY, ZOHE, TEHICHR
ELEESEBEOMC, ERICEE -y 7T VHIFE
TAHIERDHVBL. Fm IVESEEIFNTE,
ELWo T F VBN AR Dy 7 F IV RRICED
TAHEESENESZ LIRS, Likd-T, BoEOE
BEEAEZDE, VBRI VREF OV ISFIVT
FOBSEBEARNY S FIVNIVEETEEREORBITS
MEMEZRTLOEEZBND.

SEPELIZVZFNDIE, BDIOHEHICHETE
FAHDIE, BE2REVREEZDBNDY T FNalkce
Thb. INBDOY I FIVOMEER, 95% RSD:
0.79%), 97.0% (RSD: 1.17%) &ix5h. —JF, KEEZE
DY 7T NEBRESERIEZT >IN TOY 7+
WV Q0¥ ZFN) OMEBOFEHE 9659%Thd. =
OBUEX, VT IVOBEBNEL 5L NI ERT,
HEEE LTIVBENELS Z-oTW5AY, —FT, &~

M¥Ioy 7P VvESUGREENLDEL Y, £, %
AEVRDY TSI NV ECRATESEBOREC X VE
REXEE -V 7 FNVDT -2 5&DbDERE. ¥
JFIVa, c DFEHEIZ6.73%THY, Ebbizddk,

LAY OMEIT 96.6~967% MR HDHDEEZLD
N3, BEERFICHERTLHIREL UTERENS
FEFHETHE, QNMRBIER, EDXDRNV—IVT
ER T ETWMERREERT 550, FRICESWica
Ve VY ANBREBEERBLDEEZBNS. L, &
EEBEORRYOERL L TRFERDONHBE,

BORENRART2HTHEbDEEZBN, KRODX
SEFHENES EDV 7 FNVIZENTS B%LL EDE
ARENDIHOTIE, RLEMA 7 VOEEEHER
LI-BahA0WELEY Y /T VOMEBOFES2HER
LI=BE&0ELLTH, BoNAFBRICEZE U]
[E1eaT=10%

3.2 geniposide (2)

{t&%2 D NMR F v — b (BE&ER) BT, (NMR O
EHE% Fig.2, Table 21ZRY. 21%, AV A NEHE
EKTHY, FOVI/F NI, ERGEBICEENE,
2ppm A5, 7.5ppm OFBIZHMALTWE. TP O
Y7 FIVTIE, 4.8 ppm ANEIZHFET K (HDO $&ET)
OV IR RbREN. 2EREEZOND VTN
DIbB, LA VRNEMLY 7T VEy YTy b
Ma(01.9%) RUSHSDHINERFY AF NV T F VT
55 £(938%) T, KWT2AEVRDINVI—IADT
J Ay oFabrd(926%) OV, BEEEADON
O c 91.7%) R, BEWZ Ay T 7 LT3
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Fig.2 NMR Chart of Geniposide (2) in MeOH-d. with the Chemical Structure

Table 2 Quantitative NMR Results of Geniposide (2)

n=3

Target Chemical shift Number of Calculated purity = RSD
signal (ppm) H (%) (%)

a 7.46 1 91.86 0.95

b 5.75 1 91.79 0.66

c 5.12 1 91.66 1.27

d 4.66 1 92.57 0.88

el 4.26 1 92.06 1.15

e2 4.13 1 91.91 1.05
glc 3.81 1 91.55 1.15

f 3.66 3 93.77 1.40

gle 3.59 1 92.58 1.07

gle 3.30-3.35 1 98.95 1.68
gle 3.21-3.23 2 93.21 0.58
glctg 3.11-3.17 2 95.68 0.98

h 2.77 1 9422 0.85

il 2.67 1 94.18 1.01

i2 2.05 1 90.47 0.89

el (92.1%), e2 (91.9%) O¥ 7+ VT, ZnbOFEHE
D, 92.3% LD, TNEDYITTIDD BbIE

ERFDRKENDE, HINVEFIAFNSTFIVTID
STFNVEFH, OV T FINEY 1%L EMEE S
{, ZOY 7 FVENLUIZBEIZIE, FHEIE 92.0%E
%5, NMROT— 9 ZR<BETIHEL, HFivsF
NOFHEDR—Z5 4 VHEYD EA>TNBEIIZbE
BIND. T, ZOFEER RRWICESWVERCERE
EORMIERD Y 7 F VA HBET HHERTHE. FE,
BOET-> TN I OMEDEK TS, B 52T

Y- BBBEINTWS, iz, 3.7ppm XV &S
KHRT SV a— @R\, 420Ky (&
RO g ROV ST NVEEL) S5,
EDHBMTHMEMED 926% Ll L& ki EDFHEL L

E->TkYD, ZOXDBTMYBELHIZAVRATHS
ZENTREND.

W, BHERLD, FCsSESOSRICIE, v/
h&EAFVVEED 2 OO 7T IV, 203 8RS S.
INBEDOVTFNVE, bhrBXI— LT ZF iz
EHEELIEIE VROV I FIVTHY, EBHICEHE
ELI-BrBEOMT, ERICIIE -y 7T IVIERE
THEHREESIDHY, TNENERICIEDY 7T unE
DKEHERTHDEOFEPEITD Z EHBEETTITEL W
EHE b h il, 20¥7FIVOMEMEZ, 91.8%, 94.2
%, 94.2%, 5% BRI VROV S FIVDFY
Er LB/ LNIE R2.0% I LT, Kh3HD, ZOF
HEFHFLTCWDLDEEZBND.

Dk, (bkeW20ReEx 5L, MED 2%EE
DILEYTEY 7TV OFHEEZFEMEE LAV S
G OV T NETFHEREEORG S 7 NVET B,
AR T CEERREADLETHEILDEEZ BN,

3.3 puerain (3)

&EW3iL, 75K/ 4 FEEGETHY, ZovrF
Vi, RELSFERB EEBTZorN TS, Fb
M, WEBBECIDECOVWTCHBAT LD
MeOH-d; &, acetone-ds D B DOBEE CHRIE L. 1L
B3 DENTNOREIZ LS NMR F v — b (&)

%4 ERREFEBSBLF21SKU—TFIU2 Vol 41 No.12 (2010)



(M5 : oNMR 2 & 3 B REMEREBLORE]

BT, gNMR O#E%, Fig.3a XU 3b, Table 3a KT}
3b IZRT.

FBYDEE, T 7 FIVBRA LIS WEE
R D 5 BFTD Y 7 F ) (a~e) T, MeOH-ds FT
BIEL-BE, 89.2% (b) 205 91.1% (e) OEIZHIEE
D5 LFDOFHIT 90.1%, acetone-ds FTiL, 88.3%
(b) 5 90.3% (e) DENCHEEL 4 LZ DFHER
89.6% & SEHMET 0.5% DEMNE Uz, iz, ThbDy
FIFIVOA, BIZAY VR¥EMa, b dDV ST N

TlZ, MeOH-d, F TCDFHM 89.6%, acetone-ds F T,

89.1% & VI I TCHFEHET 05%DENE L.
S mg BEFHETHARFTCOFERETEZ DL,

BT 2 THIbDEEBEZ BN, Fz, SEOH
HTFXTHYZF IV TRSD W 05%RES S = &b,
D 0S%DEERBEBREIZLBETIT L, FEE
BETOBRETHHAEMLENLDEBEDNS. ®IZ,
BERTOY 7P VOBMEZBEERETHE, REVRIE
BT /A )y oY T FNTHBIIZENT,
acetone-ds P TIIFEMEN 894% THHDIZHLHH BT,
MeOH-d; FTDEN 86.6% THY, LROFERFR
DY T FNVEREB L TISUBENI fEEE 25T
WABZEMRBEIILK. D7/ Ay F ok VO
BEARBICEVEIZEZIZWN. LEd - THERNIC
I, 2SI EARBFER CIIRRIIIC 35N EE

HMD
MeOH
a e gl 2
c
b d £ &2
l i ‘ | l PRI N
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I T T T I T T l T T T I T T T ‘
8 ' 4 H ¢
Fig.3a NMR Chart of Puerarin (3) in MeOH-d, with the Chemical Structure
acetone HMD
OH
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Fig.3b NMR Chart of Puerarin (3) in Acetone-ds with the Chemical Structure
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Table 3a Quantitative NMR Results of Puerarin (3)

n=3

Target Chemical shift Number of Calculated purity  RSD
signal (ppm) H (%) (%)
a 8.15 1 89.32 0.33
b 8.01 1 89.23 0.43
c 7.33 2 90.73 0.50
d 6.94 1 90.20 0.50

e 6.8 2 91.06 0.51

f 5.05 1 86.61 1.69
gl 3.84 1 91.44 0.53
g2 3.63-3.76 1 86.02 0.31
23 3.38-3.52 3 90.45 0.26

Table 3b Quantitative NMR Results of Puerarin (3)
n=3

Target Chemical shift Number of Calculated purity RSD
signal (ppm) H (%) (%)
a 8.13 1 89.92 0.51
b 7.98 1 88.29 0.08
c 7.43 2 90.18 0.45
d 6.9 1 89.09 0.64
6.84 2 90.32 0.62

f 5.15 1 89.39 0.61
gl 3.70-3.88 3 94.76 0.66
22 3.66 1 96.28 0.46
g3 3.49-3.60 2 94.09 0.83

DRV T 3 —<=03DY, TDV I FNVHBIRALE
EHEEND D, TV I FVOBRSENNEL Tz
TbDEEZDERPATEEL 25, FEE, MeOHd,
TlX, acetone-ds FTIXZVWHZWNWE—27 5 4.6 ppm fF
FEHEETAHIE, FVa—2BED L2 DY T FIVD
MEEN W RBETHLI LD, ZOWERZEHTD
HDTHAB. —7, acetone-ds F TR, 7/ AV
ok vEBRWTE, SNVI—2DY T FIVODEENEL
EHEEIPELNIEXHbNER -T2 BEEZXD
E, KLEHOHEITE, Pilsd, FEEV TN
REE L THEBEHT 2568103, Eb000H
FHANWTYH, FHREED VNVICRE - LHEB B
NaZEerEHbIrE R T.

3.4 baicalin (4)

RiZ, BEERTIR/ A NEBETEIHDHL, A%
J =), T b VIZETIZ < W baicalin iIZDWT, B
# DMSO-ds & L C gNMR %I L7z, {L&% 4 D NMR

F v — b (EER) R, NMR O#R%, Fig. 4, Table
4ITRT. ek, ARFEIZ KR, HPLC EOfMER
99.6% L REA —H— K LXDRBEEE LERBEINTH
%.

DMSO-ds 7T NMR ##lET 3 &, KBREHKD S
O rOVISFNPEEINDZESLAOLN TS, E
B {ta¥ 4 DR~y hVizid, 10ppm B EDF L—
N KERESEIRIZ a DY A, FERERIC Y =/ —
MEKBEBED b DY 7 F VABHINS. £72, a
DY TFNDR—RIE, RRED EN-TEY, ZOf
EIZKBEROZTO— R FFVBHFELTWA D EHE
EXND. 5~55ppm AHEIZIE, BHEROKBEDS T
Vy by ZF g hDBBEIENS, BEhRRKBRETH
HEDSWKBREDES, To—-FayI/FNneindd
DOEFRINDD, FEMIZ, 55ppm fHTICE, F+—
FEBRY EADABEIZN, ZhRZOY S FNTHS
LOEFRINDG LEEEZDE aRkUg hDY¥
FFVOBHMEITE, FNFNKBERDY I T VRTY
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Fig.4 NMR Chart of Baicalin (4) in DMSO-ds with the Chemical Structure

Table 4 Quantitative NMR Results of Baicalin (4)

n=3
Target Chemical shift Number of Baicalin Baicalin * H,O
signal (ppm) H Calculated RSD Calculated "
purity (%) (%) purity (%)
a 12.56 1 95.44 0.46 99.29
b 8.65 1 88.85 0.79 92.43
c 8.05 2 92.84 0.47 96.59
d 7.53-7.62 3 93.80 0.54 97.59
et+f 7.02 2 93.20 0.45 96.96
g(OH) 5.48 1 107.09 0.72 111.41
h(OH) 5.28 1 100.04 0.50 104.07
i 5.21 1 97.13 0.36 101.06
j 4.03 1 91.93 0.53 95.64

* Data was calculated as Baicalin * H,O

y—Fla¥—-s & LTRBEINWS IV o VERKEE
HEDY 7 VEEZNENEFEATHLIHDETESE
h5, BE Thboyv7F ik, foMEM[BEHEL
TEL, ZOFRBRELVWbDEEZBNS. —H, b
DY T FIVIE, KEZTBEETHHDT, ZOMEMFEL
Dy 7 FNERBE LTINS NI E BB ZHBATRET
H5. LEM-T, EERACHRATEERY 7L, F
ERBEBIZH D c, d e+ DY ITFNVRT TNV OV
DAFVIKEREDY TFNTHDIEZRD. ZDD
L7 /Ay o VEEDOV I FNIZITHY, 2
Dy 7T IO TEIZIIENR Lz & 5 I kKBRERKXD T o
— Ry T FVHBEFEL T A EERARIZIZAWASZ
FlETE R, —F, 40ppm DT F I, AR
VBOMTROMOTa Dy S FNTHY, FT
Vy bTHBZ END, HIAREEERRIIETLHSHD

EEZBND. fhf, SN oVBO 2N 5AET
DAFVEDY TNV, 34ppm EDKEFEEE Z
BBV I FIVORBIHEETSHE X VROVT
FVD=HEENEL <, EREEERTI I L2Ha
Liz. Uiz -, EERRICERTRERY 7V,
¢, d etf RGOV TFNERD. INBDYITFNV
DOMEMEIX, ZNFN 92.8%, 93.8%, 93.2%, 91.9%
ThHY, ZOFHIL, R9%Ekb. —FHc, diEE R
EYRTHAHID, MEBORELE»OERL &FHIT 926
%E&ixh, b, SEOEEIZ 600 MHz NMR T{T -
TWBH, 800 MHz @ NMR ZFIATIUE, e fidBIME
ST ALDEEZBN, IOHBAITE, YISV
EviDe DT TESTHIENTREERY, X
VREORWVHMEB/ELNDLDEEZDNS.

Bl Liz& iz, AW —AKRpE U TREL—
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H—-IZ X HFEBREEE LHBEIN TN A, 5B LR
B, 9FEZ40HAOLDE LTHELTELNIZD
DTHD, —H—Kups LTHOFEREZHETSE, &
BlOMEEIL 65%EBEL 2D, NMRDF ¥ — b EIZ
1X, 2ppm fHEIZEA SRR OFEET D05, ZOFR
M, ooy POLOEBELICBEETHHET S
72, HHENKEBBEEOLDTHS. Lir-T, B
N 35%DELIE, ZOTHWEETHLTRELHS.

3.5 (E)-cinnamaldehyde (5)

L& 513, FEEEEWTHY, RELA—H—izk
LR EIIH D HPLC DR TIEE - 12 TH
WO —2oBNEELTHARL., REEHD NMR F + —
b (&) R, oNMR O#FRE%, Fig.5 Table 5iZ
RY. Fig 5.k, BT MMEEZ bN2BHERY
— 27 65ppm, 8.1ppm fHiLIC, KEKREHEIND
Jo—Fixy 7N 27 ppm FAHEIZBE I, KR#E
DMEN 100% TRWZ ERBFHCTFEINS. KMLé
MEFED ZFNIE, 9T ppm HED T VT e KD S
Ty by FIlva, FEERERDOD dOVIFVE

O, oLy FOb S FNe edix
5. IN6DVITFNVDIL, FEXBETIAE VRNE

i, MDY I FNESELENTWENY ZF T,

a, e DATHY, ZNTNOMEMEZ, 73.6%, 74.1%
T, MY 7T NVOFHEEZ, 739% &% -7. ZOMER,
dDY 7 F VOMENE (749%) & W8T 5 & EFNIE
WA, dDOV T FNVOTFEIZE, NI L — 758
BHEIN, I XBEORBESE, Zov¥—2icdkd s
EEZDE, BRANTREE D,

qNMR 2> B H#E L= AL EWOMET, “hE TRIE
Lizb&o+T, FIRETTHENWLDTHD. —F
F v — b ETERBPARICBER SN S 6.5 ppm DA
YWHEEDS T Vy POBESER, e DV T FIVEED 15
BEREDHY, ZORFZEENTWATMMIEIZ, &

VI NEEUIEHLEME, KTHDLDLHEEX
N5, d, 65ppm FEDOTMY > 7 F ik, Fs
wmrEgitahi: E)-EEBROLDEZEZ BN, RbE
MMREE L TR INABICAE U TH D ke
PEDE.

HMD
acetone

l L.'.',

PPMA

U T T T T T T T

g 8 6

4 2 4]

Fig.5 NMR Chart of (E)-Cinnamaldehyde (5) in Acetone-ds with the Chemical Structure

Table 5 Quantitative NMR Results of (£)-Cinnamaldehyde (5)

n=3

Target Chemical shift Number of Calculated purity  RSD
signal (ppm) H (%) (%)

a 9.67 1 73.60 0.95

b 7.67-1.72 2 74.05 1.19

c 7.65 1 109.06 1.38

d 7.41-7.46 3 74.90 0.87

e 6.73 1 74.14 0.52

968 EREREZEHSBL TSIV Vol 41 No. 12 (2010)



(ML 5 : QNMR 2 & 3 R AEME R (L OBRE]

l E a d»uf WU%

HMD

PRI
il

LN R B B B L I (R A R B A L BN R R N
7

& H 4

LI (R B R R HL B R SR B B SR R T

|
i ) 1 Q

Fig.6 NMR Chart of Cucurubitacin B (6) in CDCl; with the Chemical Structure

3.6 cucurbitacin B (6)

L& 6l RETKHRLS, RAWIVHEEN 70T
NS T e =ik B L SR b A & U CER
L7z ®&%DONMR F v — b (&R KT, (NMR
DFEER%, Fig.6, Table 6127”79, 613, HPLCHIZIZ
BUOMETHDEREINTNWSA, NMR EOF v
— F T, BELIKUSN OGNS FET S, &
LI ABHEDO P F VRV THY, DFEHL8 &
INFETOLEWELELTKEL, 2 ppm BT
BEBER DY 7 F VEE 2 BT 530N+ T
B, Lkdi-TC FZERBHEBICHLIDEOBF
Ixv7FWa, b, ¢ d+e+f, g h 1iZ2WT gNMR
ELTCOMEBDFERT 7. TOKE MEM[ES,
476% 05, T44%FETEBODWE, Thbny 7F N
DA, AYVROEMIa, bDYIF VTR, FOF
M HEEHEZINIE— 2 3Bk - TRAXNT
WB. 7z dtetf RUh | SESEENSIES, A
VIFNVEEATES L TWAREERTSN. Lizd-s
T, A VRFPBRHMTESEE W cRU gDy

FURERDELWHEFEEZRLTWDHDEHEEIND.

AEDOMEMIZ TN EFN47.6%, 505%THN, ZDF
BiZ, 91%TH5B. ZOVINVDHETHEE, EO
VI FNTHEY E— 2 BB R DTN EL 25,
TOEEEZDE, BEOYV T IVOMEBOFETH
ExHET LI ENBYTHE0E I ETORBIE
5 LA ELEWHMEBELZRLE Fo bR
RWBHZ Y VRV S FIVOMEBOLEERT 5HA
FVIFREREIGENTEEN DD EEZ DL BHTHET
5B, LEd-T, ZOXI{LAEMCBITLMEMED

Table 6 Quantitative NMR Results of Cucurubit-

acin B (6)

Target Chemical shift Number of Calculated purity
signal (ppm) H (%)

a 7.03 1 66.60

b 6.43 1 61.88

c 5.75 1 47.58
d+et+f 4.13-4.50 3 68.32

g 3.21 1 50.47

h 2.60-2.79 2 68.44

i 2.23-2.48 3 74.37

BHRWEESTEH, SBROBRIVDETDHD.

gNMR Q%8 & LT, BEICHBTAY 7 FIVaMbD
VITFNVESEHLTWARY, T zbh I EENIC
SINO V=Y E T 1 RBIEREEBIELND
ZERBETFEND. THYEEOEWMELEWS, 6 TO
BEREZ Z0OoNMR OBBETBERCIRLEDDEEZX
5 5.

3.7 #BiE

FHETE, BAERHREROHEEIRRFM X
Vrsow bS5 74— XVBELEETEZAN
gNMR OEIZE# 1TV, oNMR IZ X VO & EHIERR
Bz OWT, FOME#IZITHESCEBLT 508
BOMEET -7z, B2 BREVLEWITONWTERD
WA T QNMR ZHIE LR, —EDONV—IVDT,
gNMR IZ VRS EEHERREOMEILO>WT, &
BALTX A EXHLNE R -T2 220, HERERS
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KHEATOIREL L TRENREFTZTIHE,
oNMR HIE®R, EDEDRN—NVTEDY 7 FNViTHE
S&, EffTETY, MERREERT S, ERiICE
DWW a Ve Y ABUNETHHDDEEZ BN

Z DB, gNMR OBIEIZZVHBE LMED LV
IVBAITARNEN—WVIZRRBZHAR, XV IEHLMERE

ZRRTEDEESIFNODEEZBND. Tixbb,

MENSWESIZIE, 288y 7T VOMEBOFET
EZEHET A ENTRETHHH, FMEMEL BT
W, lx Oy 7 FIVIZRFSA S REENE L 5.

L7z -T, HHABREDHMETHL2IDTH-TdH, #
KT E— 2 QRBADTEEESZ X2 bV EEHE
ENT, BELBEMHLEIC VROV I FIVEEEL

FNHDY T FINVOMEBOFHEEET D, ZOHE

I FNVOBRIZE, ZREDT O F I THENE DD,

RUOEBOI YT+ —A—Y a VIEXABSEOELD
ERTH BIMEMELS - BAICE, BitcED
V7 FNVOMEBOFELETHT, RLEHIL LN
EEHH50E, RLEVHEEZRTY 7T VOELZE
RHZFIRT A bEZ S ZOBE BF T

DY 7 FNVIEEUHERTRALBVWEEZ BN DD,

RANEHHREDOL V7 NVEERT S BEEHTED
M, Sl b, ZTOXIRN-NVERERBEEL,
ZON—NVIZETSE, BLlx0r7rr vz ez, B¥
BIC KD IELWMEMARINTWATREESEW
¥, ELWHEEIRINTWAEEESEGNEEZEX
BNy I FVIEESEBERG TR T I ENEETHD
bDEEZ BN,

B2, EOBRMEEEDD, A TRELHRET S
BEKIE, ZOREOMENREDY 7P VICEDERE
ENTWB0h, XEBLCHRTLIZIENEETHD L
EZz2bN5. Tz, HENMEWVEEMOBEIZIE, NMR
KHBETHY 7 vonBzBP LT, AlEEEZ L
TFHZEZERT D, BLEININWY TV %R
FATAZETCTHMBADY 272 FIFH&D, &
BLZ BT BT, BBREHINIRELY ANIIRTHESRD
5bDEEZ BN,

HIEBBIZO>WTE LB E, R 7 IVOREAR,

EERWZ IR DXL DI WEHERED T 52 & TRHITPT
7252 &HB, QNMR ORIEIZE, ¥ 7 F VDo fFEE
BEN, AR EHUBONMR ZHNSZEHNEET

HHIELRWLHTHSD. £, SEOWETS, {La

WaDe fOYZFIVE, 800MHz 7 5 2D NMR T,

VITFNER—ZAFA VBT ALDEEZ BN, e |
FNTNMIL LI EZBHIENTES, ZOATD,
LV EBBHDONMR ZFIHT 52 L3, BIERBEY LT
LBIDIIEETHAbDEEX BN

Bk, NMR % HARZERF ECTREOMEHRZIZFA
THIODEEZIT-1-. 41k, 5IEGEE/HI LTRSS
EEAERBIFAINTHAEREICONWT (NMR %
BEL, Hrx0REZEIZ, MEEHOEDIZFETS
YT VIEOWTHETATFETHS.

E 33

EFRO—FIL, FEFHHEREERBYSE (EER - B
FERBLY 27 M) VA TV IREFREE IvfTbh
NEBOTHY, ZIKB#OEERLT.
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TLC-Based Identification Test for the Crude Drug Salviae miltiorrhizae Radix and
Codonopsitis Radix

Yoshiaki Amakura®, Morio Yoshimura®, Nobuo Kawahara®, Yukihiro Goda® and Takashi Yoshida®

“College of Pharmaceutical Sciences, Matsuyama University, 4-2 Bunkyo-cho, Matsuyama, Ehime 790-8578, Japan

b Tsukuba Division, Research Center of Medicinal Plant Resources, National Institute of Biomedical Innovation, 1-2
Hachimandai, Tsukuba, Ibaraki 305-0843, Japan
“ Division of Pharmacognosy, Phytochemistry and Narcotics, National Institute of Health Sciences, 1-18-1 Kamiyoga,
Setagaya-ku, Tokyo 158-8501, Japan

(Received April 12, 2010)

Rapid and simple methods for TLC-based identification of the crude drug Salviae miltiorrhizae
Radix (Salvia Miltiorthiza Root; root of Salvia miltiorrhiza) as well as Codonopsitis Radix

(Codonopsis Root; root of Codonopsis pilosula and C. tangshen) were developed. TLC and HPLC

were preliminarily applied to characterization of possible chemical markers for evaluating their

qualities, and two UV-sensitive compounds, lithospermic acid B and tanshinone 11, were identified

as TLC markers of danshen methanolic extracts prepared under set conditions.

On the other hand,

although no UV-sensitive TLC marker of tangshen extract was detected, a characteristic spot of

D-fructose was definitely detected by spraying with diluted sulfuric acid test solution.

The present

data could be useful for development of convenient TLC tests for identifying the danshen and

tangshen.

Key words: Salvia miltiorrhiza; Salviae miltiorrhizae Root; Codonopsis pilosula; Codonopsis

tangshCodonopsitis Root; thin-layer chromatography

% ¥ (F1# (danshen) ; Salviae Miltiorrhizae Root] i3,
TEOWUWHIZES{BET DIV YROLFEE Savia
miltiorrhiza Bunge DARZ BR L T 54 TH D, [MEAE
] OERIZEEINTEY, PECEES AbEH
DIMERH D & EN, BE, BB LHEELLTBAR
RECHVWLENRD. Y =%, FUPr (%% (tangshen) ;
Codonopsitis Root) IE¥Fa v e sF / vyir=rv

18)

Codonopsis pilosula NannfX° k7 272 C. tangshen Oliv.DR
ZEBRLZLOT, i, B8, EMERERREEAL,
FREFTASORALEENE.2 Wb BAERFIC
RINBOEETHY, £EOREREOTZDIZLEEEIHAR
EOBRENEENS.
EROEEMD—D L LT, BERDEERL, ThiC
ESEWEFMT 2 FENERMICLEEL 2 20h 5.



RS 2 EEMER L OB EEOBR,N S OWFHET 55
HRE LTI, BMRERELELYT, MEICREHE
WEEREE s v~ 7T 7 41— (TLO) &RWIEHERE
HTHDH., VoW TH, BETFEMBEETTILCIE
FROEERRBRBTEAShTOS. Y ZTOFETE, 2
SOEER4Y (tanshinone I, 38 & U salvianolic acid B) {Z-2
WTENZENOSHTARBER AR T ILERDY,
tanshinone 11, & O @ FAREHAK OFBUILIR & 5 fhitic 1
B2 2 L, salvianolic acid B Cri#g/kig+H TR 5%
TRHB. MXT, BERTIC pH FEN KB &AL
CHERIAEL, MEENMEMTHD. ERERBEBHICZ on
ANVLEERLTEY, 2T I AOBRNPLD
KBEORENLEEND. FEARKTE (FE) #HI
BOTH TLC REESFA SN, 9 RAKICHHEER, BE
M, 7Y —2 T FITR (RUEy, ZuaiLizER
B e LCER) OBA»DLRBIEORENEEND.

—%, FPUPUIConTiE, FEFRIZ TLC REIEN TR
BENRTWS. Y AETIT lobetyolin #HEWHELELTHNR,
BRI 30 92 EL, 1—bY v VRBEBEET DR L,
RALER BB R L 6N D.

ZITHERETIE, FPVrBIO R PO TLC HEE
BACOWTERERERR L, £ EER TLC IS L 55
BRAREOEEY BHICRTZITo 2.

EBRF
1. 3Rk REBICERE

REE LT, FvVr, PV rOTBRETAENS 3
SE (FrYr A UFFEEE (101.7901651), B :
ARYEEE (lot. 029808001), C : MIHIEZEBR (lot. 8601),
FY Ty A UF ZFNBEEE (lot. 7001653), B : HiAKHE
28 (lot. 027107005), C: FATHIEZER (lot. 77K3)) ZHWV
7o 4BE, FELUCHEA Led T AFHEAL, Diaion HP-20,
MCI-GEL CHP20P (W 7vh =Z28{k) T, 7B TLC IZid,
Slica gel 60F,5; (PLC 7’ L=}, 1.0mm, 20X20cm, A/
7) RERALE. FOMORKTE TR E CITHmERE
sa<w b7 7 —RERVE.

NMR BIZE L Brucker AVANCES00 (7 AH— « /SA A
vy 2ERL, BIEBE L LT chloroform-d, methanol-dy
B & acetone-ds & AV (REBZE#EL LT TMS). MS
E 1 micrOTOF-Q B BAHER (INh— IV h=T R)

T = NUAEREAZ ) —AEREL LTRIELT.

48 HPLC i3 Shimadzu Prominence 3 A7 A (& EEEI/ERT)
FER L. HPLC &M% LITICET. &7 A @ L-column
ODS (2.11D. x 150 mm) ({LFEHEFFMATIAERE), 17 A
BB : 40°C, W& : 0.2 mL/min, BIEEKE : 200~400 nm,

19

BEE : (A) S%EFEKEBIRB L O B) 7 h=hU L (B
EAEEME (B in A) : 0—30 min (0—50%), 30—35 min
(50—85%), 35—40 min (85%), 40—30 min (85—90%),
50—55 min (90—100%) , 55—60 min (100%) }. TLC i Silica
gel 60F,5s 7L — b (A7) 2AE L, BTSSR (UV)
FEE (254,365nm), #ikgk (D) - A%/ — BRI, W
BRI (EEHME) (OTFhb BARKRS &7 (CHEI LT
FED L0 iTok.

2. TLC AORBARO 7= D ORHE L OB

Z UV ORMBEREE LTI, AF /=N, 50%EKA
Z )=, Tk by, BTN, =& ) —NEROTHL
BHEt L. —F, hUYric o Tt BRREEICZ T
A UBIUKBHIZOWT ORI L. TRENEHR
WU g 2B SmL 1, BRFHET TS MRS
5L, BRABEE, BohgrRERBERE L, &
T HEEE O el BN i, Bt (105 LTEDS
N REEERE AV,

3. IEER DERE

BHERSOHNE, BEOEDOMIICE, BEOR I
ELEVEEO LS YCER IR 2D, 50%EKRT N2
—MZ LV ET o7z

(B-1) FrPr ZFUPUREB A 500g EHMEEL, 50%
KA L =N (25Lx2) 1, KU b r > (KINEMATICA)
KXV KREDFHA AL, HiltE, ABERMEL, 50%EK
A — AL L. ZhicEE=s /v 2L) 2k
THEME%, BT LSEY (13 g BIUKIEY

(167.6g (BRSE)) 2B/, KHEW (150 g) @ Diaion
HP20 S A7 v MZ LD 40%A ¥/ —/VEHESTICD
WT, X512 MCI-gel CHP20P 75 A v I XV REHEL
ATV, KEEHERAH/LE% 1 (lithospermic acid B) (1.8
g WNati: L0, 28y h®)) ZHBEL. —F, EF
B ASEY (1 [2oWT, ZBTLC (VB Fn,
n-~FH /T E b (82), UVERE (254nm)] Z2# 0K
L, {t&# 2 (tanshinoneIly) (32mg, GAFy h®)] %
HEEL 7.

Lithospermic acid B: "H-NMR (500 MHz, acetone-ds) 8: 2.90
(2H, dd, J=9.5, 14.5 Hz), 3.15 (2H, dd, J=4.5, 14.5 Hz), 4.47
(1H, d, J=4.5 Hz), 5.20 (2H, m), 5.88 (1H, d, J=4.5 Hz), 6.28
(1H, d, J=16 Hz), 6.44 (1H, dd, /=2, 8 Hz), 6.64-6.84 (8H, m,
overlap), 6.90 (1H, d, J=8.5 Hz), 7.25 (1H, d, J=8.5 Hz), 7.64
(1H, d, J=16 Hz). ®C-NMR (126 MHz, acetone-dg) 8: 37.0, 37.4,
57.0, 73.7, 74.8, 87.5, 1132, 116.0, 116.1, 116.2, 116.7, 117.2,
117.3, 1182, 118.3, 121.6, 121.7, 121.8, 124.5, 126.0, 128.6,



129.0, 133.3, 142.8, 144.4, 144.65, 14470, 145.49, 145.54,
146.0, 146.2, 148.5, 166.5, 170.6, 171.1, 171.5. HR-ESI-MS m/z
717.1449 (IM-HJ, Calcd for CsHyOy6-H: 717.1456). CD
(MeOH) [08] (nm): -27565 (207), +9580 (234), +18405 (252),
-458 (278), +5902 (295), +5482 (327).

Tanshinone II,: "H-NMR (500 MHz, CDCly) 8: 1.31 (6H, s),
1.66 (2H, m), 1.80 (2H, m), 2.26 (3H, d, J/=1.5 Hz), 3.18 2H, 1,
J=6), 7.22 (1H, d, J~1.5 Hz), 7.55 (1H, d, J=8 Hz), 7.63 (1H, d,
J=8 Hz). "C-NMR (126 MHz, CDCl,) 8: 8.9, 19.3, 30.0, 32.0
(2C), 34.8, 38.0, 120.1, 120.4, 121.3, 126.7, 127.6, 133.6, 1414,
144.6, 150.3, 161.9, 175.9, 183.8. HR-ESI-MS m/z 317.1150
([M+Na]", Calcd for C;oH;05Na: 317.1154).

(32) ruYr: hUDUREA B00g EHFEL, 50%
EARAZ =0 (15 LX2) H, RY b itk KREY
FARL, A%, SBEEBEHEL, 50%EKAFZ ) —/NiH
W E B, ZICEBRF A (11) 22 Colkditek,
EimoFASEY (1g BIUOKZES (105g (BEFD
8)) 287k, AFEYH (1 2T, FBTLC (¥
FHN, BT FN/AEZ ) =Nk (7:3:1), FRRERERE
g1k, MBI 2TV, {LE8% 3 (D-fructose) (20mg, (=
ARy bO)) L HHEELT.

Fructose: 'H-NMR (500 MHz, CD;0D) &: 3.47, 3.65 (each
1H, d, /=11 Hz), 3.61, 4.01 (each 1H, dd, J/=1.5, 12.5 Hz), 3.77
(2H, m), 3.83 (1H, m). PC-NMR (126 MHz, CD;OD) &: 64.5,
65.9, 69.4, 71.3, 71.8, 99.2. HR-ESI-MS m/z 179.0544 ([IM-HJ,
Calcd for CigH;,06-H: 179.0557).

4. TLC %&fF

4-1) Zror TLC &2 B TIORT.

{t&% 1 (lithospermic acid B) (A& v h@®) : HF : Silica

gel 60 Fysy (TLC 7 A3 =9 A —b), EBIRE : non

YU ER T F A Z ) — VX BRI (5:15:1:2), B
UV B& (254nm), HALEE) - A ¥/ —VRIKESE.

{t&% 2 (tanshinone II,) (AR b®) : & : Silica gel
60Fpsq (TLC 7 A I = A — 1), BRBE : n-~F¥
BT F AR (3:1), Bt UV RBHE (254nm), FHhtER
RIREER, B

(42) FPUVYTLC SEHEUTIIRT.

16E% 3 (D-fructose) (AR > hO) : $8{&: Silica gel 60 Fasy

(TLC 7N =T hv—1), EBEEE : BT VAS
J VKRR (7:3:1), B HERERREER, A

Lobetyolin : #4 : Silica gel 60 Fysy (TLC 7 /43 =7 AL/
— 1), ERREE : iR F /A & ) — VKRR (14:322),
B ARERREESES, ME, UV EH (365nm).

5. MYV ORRLRES OFRR
I A (1) OBERIC Imol/L R Gml) B

SRUY (5 mL) #MAT 10 HFEFRL, Wk, K558

(20)

L. AIRCEER=F /L (10mLX3) #Mx, HiEr—h
THER, BRI FLVBERBRERGLZLOE hUTOD
BeoyfRE Sy & LTc. )
6. FUYrORIKSREY O
kv OB RESY (500 mg) % MCl-gel CHP20P 77
S A7 mw M UERETV, AEHE» SRS EY (b
&% 4 (5-hydroxymethyl-2-furaldehyde) ) (55 mg) %757c.
5-Hydroxymethyl-2-furaldehyde: 'H.NMR (500 MHz,
CDCL,) &: 4.38 (1H, brs, OH), 4.57 (2H, s, H-6), 6.40 (1H, d,
J=3.5 Hz, H-4), 7.13 (1H, d, J=3.5 Hz, H-3), 9.40(1H, s, H-1).
BCNMR (126 MHz, CDCly) 8: 57.1, 109.9, 123.7, 151.9, 161.3,
177.9. HR-ESI-MS m/z 149.0200 ([M+Na]’, Caled for
CgHgOy+Na: 149.0215). |

R

1. TLC &HOBRF

BV EBRES»OIE, BERSE LT 7 HFHE
EKBIOT P Z U BOFARVEOERENRREIL T
5. ¥ 22T, ZhbRyOBREOTD, £3 TLC £
UV BE (254, 365nm) (& X HHHEZFFME L. 3B A D
5CO3IRFHZOVWTTLCEERL, UVRH LI L 25,
BELRVEZIARY b (ARy O, ®) MBRENT.
WA HPLC K L BT 21T o R, ARy bO, ®
AN T AL — BB LR (Fig. 1A). Thb 2R
12, TLC AORBHIHEEIC OV TR LR, ARy
F®IEAZ 7 —NVETIL 50% A ¥ / —/VE TR
BHENE., —F, ARy bOWE, BKAFZ /—NVEHT
BHT Thole. Thx, A ¥/ —VTHHTDIZET,
ZFy F® BLU®DWTNHRHTE S Z Lhb, flitl
BIEE LTIRAZ ) —ABREYTHD T EBTRRENT
(Fig.1B). 7B X A HE RO T, MEVLHE
EMZTHORIICERBD bhahole 2L, M
BETCRE Y THHERFETHITHD ZEHBREN
7=,

BEBEL LT, 2V =TT VAOBRNPLI R
R b 7R EOEBRBEOR L OB R TR
REBABRITI L. TORR, TV ERRTFIVIA L
7 —VIXBRIRIR (5:15:1:2) X BBEICBWT, REEO0S
HRCAR Y NORBRHT B Z LN TERL. ARARy b
ST UV BRTORHBCIAZ T, Ebgk D) - A&/
—ABREDBEIZLDEFEOARy L LTHHERTE



7= (Fig2). WA R v FEIZDWTEES TLC B

ELT, nnF Yo F VR 3:1) TEME, UV
(A) ® i

2

Fig. 1 (A) 3D HPLC chromatogram of MeOH extract of Salvia
miltiorrhiza root, (B) TLC profiles of extracts of Salvia
miltiorrhiza reot prepared by different solvents

@; spot A, ®; spot B. a. MeOH, b. 50%aqueous MeOH, c¢. Acetone,
d. Ethyl acetate, e. EtOH. Conditions are described in “Experimental
(4-1y",

BRI XY, REE OS5 fHEIC ARy FaBHT A LT
o, AARy MZOWTHLAMERIKEZEEL, Mt
HILICEVRBOEATHERTES (Fig2).
FOTALE T LR UTEERSCET 585
PlavR, 7= ) —EEREE, R T L EREE,
CAXZTARUE, TAhnA FREBRINETCHRESH
TWa. W9 zoiwn, £ UVKRE (254, 365 nm) B
SURBIRAE (EFHE, W) X326 FBRELE.

Spot®
®

>»®
w®
o

Fig. 2 TLC profiles of MeOH extracts of Salvia miltiorrhiza root
(A-C) .

S1; lithospermic acid B, S2; tanshinone IL Spot @ (a) UV 254 nm, (b)
FeCl; solution, Spot ® (a) UV 254 nm, (b) diluted H,SO4 solution.
Conditions are described in “Experimental (3-1 and 4-1)”.

(2D

HEA DL COIREHZSOWTTLC 2B L, Sk
IWEYVFMBELEL B, UV BRIETIERE 2V B 50k
RARy FRBRBERRD T, —F, HHERRERE,
ML HBE, HHTER 1 ARy b (AEY FO) AR
Shie, ¥ HPLC I X 23T &7 R, UV WinH
HICEFO—2 BNB D LREN, ZOBREIRHEL, 8F
BRI LR ER (Fig 3A).

(A)

(B)
2 3
W, (2) (3)
i L B A F I EIT
il : £l
lz ' ¢ :
abecd efgh Sa® ABo

Fig. 3 (A) 3D HPLC chromatogram of MeOH extract of
Codonopsis root, (B) TLC profiles of extracts prepared by some
procedures

©; spot c. (1) shaking with a. n-Hexane, b. Acetone, c. 50% aqueous
Acetone, d. 50%agqueous MeOH, e. EtOH, f. Water, g. Ethyl acetate, h.
MeOH. (2) Dshaking with MeOH under room temperature, @reflux
with MeOH for 10 min, @heating in MeOH at 50°C for 10 min. (3)
Codonopsis root (A-C) prepared by (2)-D. Conditions are described in
“Experimental (3-2 and 4-2)”.

T BHEHREIED, TLC AOMMHBEIC SO TRM LsHE
B, n-F Y, B FALMIAR Yy FOEFRIL L.
FOBHMHB LOREBR E SHOWTRIZBNTD,
BHIO ARy POHBICBEZ TE7 (Fig. 3B). —F T,
BHHHZICBN TS UV RHTHERZX ARy MIE® D
Nbote. LEOBRI G, IVMELZRPTRES
THHETRRy NOBRHFRETHE Z ERFRENE.
ERMEEEY, SKIERAE ARy MBKELL YT
AERNH S D, BiEE, WRKE LBERELESEL
TAZ)—REL L EZ S,

Wi ARy FOxEHTHRIET 5 BREABREIC DV TRE
B LI=ER, BBt FA/ Ay ) —OKBIE (73:1) T
BR%, BHHBANYESZL, WEME, RfHE 0.5 fHEICH
BIFTREZBREAD ARy VERETA LN TEL (Fig
3B).



2. EEWHEORE

ARy FEWZ2NWT, MS BLTINMR A7 hZRE
L, BF—Z 28T Ll 25, 7B 4 Bik
lithospermic acid B M3TMRT — & W& L —F L&, B
fREE MS OBERNDL, TOT NI VAR THD I LHBRE
niz. RMEAWICOWVTIE, BEICTFVTLE, T
FT=UALY VAEE LCHEShERERHD Y. 22
TARLEHDOKERZPEMAE L& 25, lithospermic
acid B #8325 Z LN TEL. E &I VW TR
B, CD A~ bAERBE L. ZORKR, ki >
E—B LT, ARy @i lithospermic acid B (L& 4
1) ThsEAELE

KizARy hBIZDOWT, FIRICHERRZ PAT—2 %
fEAF Lzl A, TELE YT N~ tanshinone I, @
TRF—&# Ve —F Lk ELTROBRLOWT—¥%
EEHBR LI AL —EKLE. 2T, AF¥y MOIZ
tanshinone I, (k&% 2) THHERELE. Zhbd 2{LE
¥ (Fig.4) 1T, FrPVOFEERSELTEL{B/EEINT

S

Lithospermic acid B Tanshinone ITy

Fig. 4

—%, bbb ARy OISV TH RERICEHE
ARy MNTF—F BT LTz & 25, HEEE® D-fructose @
S F—2 M I —H L. RELES L L, EELE
Ll 2 AL Lizicdh, ARy O fructose (k&
%3 ThoHERELRE.

3. huTr LD TLC Lk
k722D TLC BB T, AR ARy b & L TR

HHivic fructose (LAY 3) X—BRAZIBETHH D,
HERRBROBERS LRV EIDEIPERETHENT,
FEl—HH TR L2 AR O TLC oHE{fTo

. EORR, BCRALX X a UBOXFa v0v ¥ Py,
FExg vl (F/8) ovouday, E¥ 7 YVaVT RE
ER—BLEARy FBERINEEE, MUY UroARy

MIBTL o THRET, ZOBHERSNZ L AFRENLE.

—F TPV OAR Y MERE Shiedo 2 (Fig
5).
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Fig. 5 TLC profiles of MeOH extracts of Salvia miltiorrhiza root
(A-C) and crude drugs

a. ginseng, b, platycodon root, c. adenophora root, d. danshen, ¢. peony
root, f. moutan bark, g. atractylodes lancea rhizome, h. atractylodes
rhizome, i. sophora root, j. astragalus root, k. pueraria root, L
glycyrrhiza licorice root, m. ginger, n. poria sclerotium, o. chuling, p.
pinellia tuber, q. rhubarb, r. cassia seed, s. swertia herb, t. cassia bark.
Conditions are described in “Experimental (3-2 and 4-2)".

4, POV UERSEESYO TLC &3 MHORE
k7 P ONTHE, TLC L, FFiEAIEEE T fructose

Utetr 3) 2RmERLARy b LTHBTELN, &6
B LRVBERSEZALNICTEENT, BOAELTT
W, FOSBBPIZOVTHRFETo. EROBEKE |1
mol/L P T L TS L7z By Al 43 1= oW T TLC
BITolciR, UV BHT, #HRE 1 AFy bE2RHTS
TERTERE. INRARERKEER, NMATLIIL
Y FRACEALE (Fig 6). ZOARy baRTikL
BHix, BT AT o Mo X HMERR, EERITORE,
fructose D 4 AE#H L R 72 & B S5-hydroxymethyl-2-
furaldehyde (k&% 4) LRAELE. 2V

b)

o HOH;CO,CHO

5-Hydroxymethyl-2-
furaldehyde

oo e W
.-
. -

© COm
o
o

Fig. 6 TLC profiles of Codonopsis root (A-C) and its acid
hydrolysate (D)

(a) UV 254 nm, (b) diluted H,SO, solution. Conditions are described
in “Experimental (3-2)".

5. kU0 Lobetyolin DR
i E# LTI, lobetyolin & F 7 ¥ DIBEEMST & L THE
ALTWA., 22T, hyProirs ) —LigE Sty



IZ81F 5 lobetyolin DI|AERLSY & L TOBETIZONT bR
L7z, lobetyolin AR L B L7z b2 5, BB UVHER
HTTHEARy MIHER TE& R o7 (Fig. 7a). I TH
E#HAROFECEY, HHERKEZEEL, mg, uv
M4 (365 nm) L& =5, lobetyolin Wi L [F U RF{E
WS RARy PBBBEIN (Fig. 7¢). —FH T, F&IC
B LEx®ay, =0 UVICLRU REEICA R Y b3
Bihntk.

ST A B C

Fig, 7 TLC profiles of Codonopsis root (A), Platycoden root (B)
and Ginseng (C)

ST; lobetyolin. (a) UV 254 nm, (b) diluted H,SO solution, (¢) UV 365
nm after (b). Conditions are described in “Experimental (4-2)”.

B8

G TATOVTH, PEBHRIEOMERBR-CEFET
FEMIFHEIZH VT, tanshinone 11, 3 & UF salvianolic acid B
D 24bEHH TLC OEERY & LTEASRTWAS, L
LAGRD & iz, RERAREMEICRE 0, #BED
HHETHS. ShicHbEgIco—T 1, BRBREICE
_Ey, sunkAARRASh, WEE 2V-07
T U ADOBEND bRREORENRLEZEND. SEOR
AT, BELRVB SRS L LT tanshinone I, &
lithospermic acid B 23[EE &7z, Lithospermic acid B &
salvianolic acid B X2 EMEEOBMRIZH Y, WTFhb ¥
VUVERRSLLTEESRTWS., LA L, BiF,
salvianolic acid B O AEBEZ BRI LBERH D,
lithospermic acid B & FAECE TH D Z LB TV 5,
P ENRX, IR 2{LAMIR LAY TH D Z L bR
MeEiLD.
AREFARICBVW T, A%/ —AFERTFCEOBOR

(23)

& SO A THLNRESRE AV, Rk
W% 2{k&Y (tanshinone [T, & lithospermic acid B) D&k
WEATHZERTED. Wb UV RETHRIETET
HHB, TNTNOLEHOREE)S, lithospermic acid B
{0V T kg (1) 3K, tanshinone I, 12OV Tiddf
MR E TN TNEBET O LIZXBEELDL, ARy
hEXBICHERT S Z & A TE B. Lithospermic acid B i% ¥
YUVERBEATHHIERBESNTEY ¥, SEOR
RizBWThRERICRER I, — Ty Y H Salvia BO
HOMEBIZ B EL EHLTWD Z L A@EShTEY ),
INOLEEEL Lo TIREBEESRR SRV, fE
27T, b 9—F® tanshinone H, bR T 5 = & THARMRER
BROGEMRRICRED ZEBXRBENSE. £k, Zhb
2{bAHERUC TLC 7 L— b ECT—EIZFHlT 5 HENE
BThY, THCOVWTHERE L, BEEMERSOE
ERBEINAEZELHY, RRETIZTNENROELET
TERTA L& LE.

=%, PP CONWTRE VLB UEERSD
Wi, PEBATRE, PUYr o TLC RERRE
LRI N TEY, RS & LT lobetyolin MRA S T
W35, LML, SEIOMEIZLE S lobetyolin OB HITII,
TLC LTRSS 2 ARy MIBF L IXEVEES, Bk
Koxxay, v PriofBlbEETHo . KHE
T, MEEOERREZEHELTRY, BL25EE SHEo
HCHB Lz RO TLC I AR 2 "B %, mEt
TAHZL THMARARy PERERTE, Z# % fructose &
FELE., ZhTEMREERETHDIZ LD, 2045
DILENRFEZBND72D, A—RETHOERMBESICS
WT TLC 247 L, AW OBERS & L TOTMESEER
AL @R FAlxavdoxXay, vl
KHARy bRRERERED, PP rEBTARR Y b
R THEETHY, TOEFROZBIPHENTH-
. Bz, SbiEny bCORMBLETIIH D,
MBI REA B IZFAHE L 72 fructose ZiBHER & LTHWN
B5ZLT, THREMLRUTKRBIEBNEBEEIND.
bV YRERDTAHAD LFEFHICH Y, oz ehb,
L%, bUVCOBEFICBITAENRAL L TORRLTR
Ehit, —FT, bovri=rIroffALEInsi,
=P URIZOARR Yy FRBO R TR,
SV EOHENMERTE S T LR ENE. SEAL
DMZ LT8R, BE (fructose) & 2 WEEOBOREY
(5-hydroxymethyl-2-furaldehyde) Tib 5 23, F5 i D M,
RROEBME (—xH) 2BV T, LIE lobetyolin ZH5HE &
THHFELVERTHD L LIRS,



e
AR, BEFBREHRREHEIC L EfS .

ZE IR

1) Namba T., “Coloured Illustrations of Wakan-Yaku vol. 7,
Hoikusha Publishing, Tokyo, Japan, 1980, pp. 24-25.

2) Namba T., “Coloured Illustrations of Wakan-Yaku vol. I,
Hoikusha Publishing, Tokye, Japan, 1980, pp. 121-122.

3) Department of Health Government of the Hong Kong Special
Administrative Region ed., “Hong Kong Chinese Materia
Medica Standards vol. 17, Hong Kong, 2005, pp. 89-101.

4) Chinese Pharmacopoeia 2005 Edition, pp. 52-53.

5) Chinese Pharmacopoeia 2005 Edition, p. 199.

6) The Ministry of Health, Labour and Welfare, Japan, “The
Japanese Pharmacopoeia Fifteenth Edition” (2006), p. 150.

7) The Ministry of Health, Labour and Welfare, Japan, “The
Japanese Pharmacopoeia Fifteenth Edition” (2006), p. 239.

8) Tezuka Y., Kasimu R., Basnet P., Namba T., Kadota S., Chem.
Pharm. Bull., 45, 1306-1311 (1997).

9) Li MH, Chen JM, Peng Y, Wu Q. Xiao PG, J
Ethonopharmacol., 120, 419-426 (2008).

10) Liu A.H,, Lin Y.H., Yang M., Guo H., Guan S.H., Sun J.H.,
Guo DA., J. Chromatogr. B, 846, 32-41 (2007).

11) Hu P, Liang Q.L., Luo GA., Zhao Z.Z., Jiang Z.H., Chem.
Pharm. Bull., 53, 677-683 (2005).

12)Hu P, Luo Q.A., Zhao Z.Z., Jiang Z.H., Chem. Pharm. Bull.,
53, 481486 (2005).

13) Yuan D., Pan Y.N., Fu W.W., Makino T., Kano Y., Chem.
Pharm. Bull., 53, 508-514 (2005).

14) Wang, Z.T.,, Xu GJ., Hattori M., Namba T, Shoyakugaku
Zasshi, 42, 339-342 (1998).

15) Mizutani K., Yuda M., Tanaka O., Saruwatari Y., Fuwa T,
Jia M.R., Ling Y.X., Chem. Pharm. Bull., 36, 2689-2690
(1988).

16) Mizutani K., Yuda M., Tanaka O., Saruwatari Y., Jia MR.,
Ling TK., Pu X.F, Chem. Pharm. Bull, 36, 27262729
(1988).

17) Yuda M., et al.,, Phytochemistry, 29, 19891993 (1990).

18) Tsai TH., Lin L.C., Chem. Pharm. Bull., 56, 1546-1550
(2008).

19) Tanaka T., Morimoto S., Nonaka G, Nishioka I, Yokozawa
T., Chung H.Y., Oura H., Chem. Pharm. Bull., 37, 340-344
(1989).

20) Koukoulitsa C., Karioti A., Bergonzi M.C., Pescitelli G, Bari
L.D., Skaltsa H., J Agric. Food Chem., 54, 5388-5392

(24)

(2006).

' 21) SDBSWeb.http://riodb01.ibase.aist.go jp/sdbs/ (National

Institute of Advanced Industrial Science and Technology).
22) Watzke A., O’Malley S.I., Bergman R.G, Ellman J.A., J.
Nat. Prod., 69, 1231-1233 (2006).



—&E HESESEMEE 65 (1), 25-32 (2011)

BAEKBDHFNED TLCIZ L 3AEKOERRABRIZOWT (1)
1-7 % ) —v/K/EEB (100) B Z BHEEBEHR L T 2B

ARNSTZ™, AMEE®, AIBERES % 29 JIBRE: JEELR,
RAREL B — e, SRR, BASW, RJIERS, BRBARY, (LA B
BEERBRFIREE, ENERLELEETIRT, ZAEEKKSH, FMERSH,
RS T FAMEER, EELRMAMEAEDERFRE ¥ —, A2tV L7,
MNKERE TSRS, LRSS, KRERMEGEXESH, "MASHARER

Crude Drug Identification Tests with TLC in the Japanese Pharmacopoeia (1)
On the TLC Tests with a 1-Butanol/Water/Acetic Acid Solvent System
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The crude drug identification tests which use a 1-butanol/water/acetic acid solvent system for
TLC in the Japanese Pharmacopoeia were examined. Comparison of TLC chromatograms from 7
laboratories, using commercially available TLC plates purchased from Merck & Co. and Wako
Pure Chemical Industries, revealed that in some cases the R, values of the indicator spots were
markedly influenced by the make of TLC plates, and in the tests of Lycium Bark and Plantago
Herb, the R; values observed were different from those indicated in the Japanese Pharmacopoeia.
TLC chromatograms developed in two different lengths (7 cm and 10 cm) showed almost
identical patterns for all the 12 identification tests examined. This indicates that it is possible to
change the development length from 10 cm to 7 cm, which will save the time required for the
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development by about 45%, without affecting the results of the identification tests.

Keywords: TLC, the Japanese Pharmacopoeia, crude drug tests, R; value, Scutellaria Root

AAERS (BR) T, £EOEFERSICETHE
LT, AR, EEYE RBHERZEZED TN,
nNH0 5 LHRARRIZIE, TOERCHENLRS #)
BRI L OHBNC BRI Sy (B 2RET 55
BELLTEHRASNTRY, HERS BB/ n~ T
7 4 — (Thin Layer Chromatography: TLC) THH$ 2 Fik
BE AL TWA, TLC I3, FRlREBZLE L&
T, BEITLAHWETH A, BECEEEZRH X 20
& RAEOBEHRMENHEMR TE V2D, SFICBEL TRy
VN EEEME L RBICRETIOR— R THS.
ARDOEEOHERRBRIZIRVWTYL, ZLDEETI ORI
DEAENTWS. L L, £ROEDBRROFIZIZ, 18
BL R OEEDENFIATERVEOEBT,
TINDHE TLC THHL, BEREFLIBEOEH
W RAIETHEERSEZBIRTILOLH DT LD,
BEICE > UIEERS 2 REBIRELZEZOND. £
7o, TLC E—RBICIIE CRERDITFETH DD,
FATOIBEHIC L > COIBRRICERNMZET L. FFIcEXK
OFEBRRTHEN L AWSLND 1-T7 ¥ J —)ViK/ER
(100ZRDOBEHEEZRVWDL LERIC2EHABENSLETHY,
BRI ETEVENZ L2 0, BREOERNEINRT
W,

FHEETIL, & 15 WEBAERFF P15V W Eh
TWABTLC AW AROETZIRROS B 1-7 ¥ ) —)/
K/EEEE(100)% O BRBHEE AW L bOIZONT, EHT
ZTLC L — FrDEWC LD REDEERTTZEED
12, BREEZETO 0ecm 26 Tem iEZ D Z & MR
BEDIZOWTRET LT,

>
N

EZRBROB

B u~ 57 40—, BERELTALSFH
(W& JEE 1.057xx : EATIHEBROKRE SITLY
xx X 14, 15, 19 ; AT Merck) & FsiZRuasl (& n
7' %&5 199-08403 ; LA Wako) # V>, JP15 O —iRFER
H<203>@EBI/u~ T 7 4 —OHRED - TE
L7, 723, BEEMEE 7om IZEE L72EBA0 REY
BN Z — v ORFHTIE, BE 10em OBERE AV
7z

ERIZIE, IS L EEERRYFE-o TV AHAER

(26)

(P15 EA& &) RV, FAERORENRRRITIPIS &%
DHEICE->TEBLE.

R

1. TLC 7L — "R REICE 2 25

BAERFHFO—BRRIE<203>EBI/Iu~v b7
4 — T, B L LTERT2EBHROEREEZREL T
V5.2 ZOREIZ, BEOCERBREZERTS L 2R
ELEbDOTHDE, BETHE, BEFROERBKSHER
ENTWA. HROEBRITA—T—IZL o TERALTW
SHEORECERENRRD Z &b, BER D —KRHY
WEREhTWA EEDbNRS Merck BIOEBRE, H
BEA—T—dh & LT Wako IO EBIR % AV, BEER
ICERDDIPERTLE.

1-7 % ) —VIKIEEBB(00) 2 S L RABHEEZAVWTH 5
FEDOFERRBRIZOWVT, Merck & Wako 7 L— L% H
WEBE ORMERE ARy b RAE#% Table 1 12, 7=, TLC
Dru< 75 A% Fg 17T, EPeEM2 RED
BREIZSWTRB &, IP1S O—BRABRIE<203>#E 7
0w N F 74— BB LILILD, RGFBRERE
BMENE STz (Table |, 7 F D TLC % Fig. 21277 F).
HEROBWNMILD RAEOEIZOVWTRD L, HREFL
7212 MEDAEDITEALY T Merck DL — 1+ XD
Wako D7 L— s DFEHBRER RAELZFTERARESH Y, M
FEOMTEERS D RAEDENRFFICKRE ol (EH 0.1
LE) oix, Aoy, hv/w, <2 Thoio (Table
1, Fig. 1). ZHBEIRVPRLIBERSNEOHFRITH
NARFUNVEEFOLOTHY, MttO 7 L — b OHIZIX
BEMEICT AR RERERH B Z EBHA L,
Lizofc. Fi, JPIS T2 2DARy hEHERTHI L
BHEEENRTWS T H 220 TIE,® Merck D7 L—
PR ELERD 2 O0DRFRy FRERTERLNS, Wako
DT L—FTIRINOGN LI RARy FeRoTLEW, B
BB TERNWZ EBRHALNE R o (Fig. 1b). —F, ¥
Ty ERVY B Y U T, RIEDEIIKRE {72, Wako
DTV —rDOER, BERSDARy NOBRBED» =
(Fig. 1).

AAEFFD TLC 2 AVWEEROMBRER TIL, FH
VHEEZRRICERAL2VWEEIIT, BRTL2ANy ho

= 100 —



Table 1. Comparison of A, Values in Crude Drug Identification Tests by TLC with Butanol-Water-Acetic Acid Solvent System®

A B C D E F G Average | JP15
crude drug solvent system 7c¢cm 10cm{7cm 10cm|7em 10em|7cm 10cm{7cm 10cm|{7cm 10cm|7ecm 10cm|7cm 10cm R; value
Scutellaria Root 1-butanol-water-acetic acid | 0.33 0.35|0.37 0.34 |0.34 0.330.36 0.34|0.36 036|033 035 035 0.35 —_
(Frydy) (4:2:1) 0621055 049|057 0521056 0.54]0.57 0.52]0.54 0.54 056 0.54
Phellodendron Bark {1-butanol-water-acetic acid | 0.33 0.33 {0.31 0.30]0.29 029|029 032|029 0.30|025 0.28|0.29 030029 0.30 -
(Fm2239) (7:2:1) : 0341029 0.2910.29 0.32]0.29 0.33]0.31 0.31/0.28 0.30/0.29 0.29|0.29 0.31
Coptis Rhizome 1-butanol-water-acetic acid | 0.33 0.33 | 0.33 0.31[0.28 0.27 | 0.29 0321030 0327026 0.29 0.30 0.31 —_—
(FaL) (7:2:1) 0341029 029026 0.29/0.29 0291031 0.32/0.30 0.29 0.29 0.30
Processed Ginger | 1-butanol-water-acetic acid | 0.30 0.30 | 0.31 0.29{0.31 0.29 0.31 0.30 0.30 0.28]0.31 0.29 —_
(hoxaw) (8:5:3) 0.32]033 0.33/0.38 0.37 0.31 0.31 033 0.35[0.34 0.34
Glycyrrhiza 1-butanol-water-acetic acid | 0.26 0.22]0.19 0.20/0.21 0.18]0.19 0.200.19 0.20{0.17 0.24]0.21 0.20]0.20 0.21 -
(hr ) (7:2:1) 0.5610.57 0.53 1055 0.53|0.55 052|053 0.51]|0.51 0.52]|0.54 052[0.54 0.53
Magnolia Bark 1-butanol-water-acetic acid | 0.31 0.29 {0.31 0.31|0.33 0.29/0.27 0.28]0.31 0.30 0.31 0.29 | around
(aRy) (4:2:1) 0.35/033 0357028 0.32{029 0.31[0.31 0.35 030 034 0.3
Lycium Bark 1-butanol-water-pyridine- ] 0.41 0.40|0.41 0.40}0.38 039 0.34 0.36)0.39 0.39 | around
(ayt) acetic acid (3:1:1:1) 0461044 0421043 0.43 037 038|041 042 05
Lycium Bark” 1-butanol-5% ammonium | 0.38 0.39 {0.36 0.35]0.38 0.35 037 0.36
(Yavt) acetate-acetic acid(2:1:1) {0.38 0.39|0.37 0.36 ]0.36 0.39 0.37 0.38
Plantago Herb 1-butanol-water-acetic acid [ 0.60 0.53 | 0.54 0.51|0.55 0.54 0.56 0.53 | around
Crtiys) (7:2:1) 0.57 1059 0.59 064 0.57 0.62 0.58| 05
Asparagus Tuber 1-butanol-water-acetic acid | 0.38 0.38 | 0.37 0.37 | 0.40 0.40 0.38 0.38 | around
(FEURY) (10:6:3) 0.47 1043 0.44 {040 040 042 044 04

1-butanol-water-acetic acid | 0.43 0.41]0.41 0.41| 040 0.43 0.40 0.42 | 2 spots
Benincasa Seed” (8:6:3) 046 045[/045 044)|044 046036 0.35 0.45 0.45 | around
(F9H2) 0.530.54 0.53 |0.53 0.50 045 0.42 051 _050| 04
Ephedra Herb 1-butanol-water-acetic acid [ 0.37 0.40|0.36 0.350.36 0.36|0.36 0.35)0.37 0.36 |0.35 0.36 0.36 0.36 | around
(¥F+7) (7:2:1) 040[043 041]036 0381037 0.35]040 037(0.35 0.36 0.38 0.38| 0.35
Digenea 1-butanol-water-acetic acid | 0.27 0.27 [ 0.25 0.23 |{0.21 0.23 0.24 0.24 -
S & D)) (5:4:1) 0.41]0.39 0.38{0.40 0.38 0.40 0.39
a) Ry values. Upper column: results with Merck plate, lower column: resuits with Wako plate.
b) Alternative solvent system proposed for the identification test.
¢) The 2 spots were not separated by Wako plates.
Table 2. Comparison of Developing Time Required for Crude Drug Identification Tests

by TLC with Butanol-Water-Acetic Acid Solvent System®

A B o] D E F G Average
crude drug solvent system 7cm_10cm|7cm 10cm|7cm 10cm{7cm 10cm|7cm 10cm|7cm 10em|7cm 10cm|7cm 10cm
Scutellaria Root 1-butanol-water-aceticacid | 75 140/ 78 133] 79 133] 66 110/ 59 105/ 60 125 70 124
Frody) (4:2:1) 86] 40 72| 46 B1] 44 75| 36 63] 45 80 42 76
Phellodendron Bark |1-butanol-water-aceticacid{ 73 131| 69 118 70 132 67 117] 71 120 65 140/ 60 115 68 125
(F9/39) (7:2:1) 70 38 67 40-- 72| 44 78| 41 70| 45 85| 33 68/ 40 73
Coptis Rhizome 1-butanol-water-aceticacid | 73 131] 69 118] 70 126/ 66 113] 71 120 65 140 69 125
FHL) (7:2:1) 70 38 67] 40 74| 44 771 41 70| 45 85 42 74
Processed Ginger  |1-butanol-water-aceticacid | 75 152 64 117 71 122 68 115 73 128| 70 127
(ho¥aw) (8:5:3) 77 41 71| 46 77 44 69 36 67| 42 72
Glycyrrhiza 1-butanol-water-aceticacid| 73 131 65 114/ 66 130 65 115/ 71 120/ 65 150 68 127
(BhJ9) (7:2:1) 70| 42 74| 37 77} 43 73] 40 70| 45 85 41 75
Magnolia Bark 1-butanol-water-aceticacid | 71 138| 67 120 68 123 66 110/ 70 113 68 121
(aky) (4:2:1) 80| 38 69| 38 69| 44 75| 40 73 40 73
Lycium Bark 1-butanol-water-pyridine- . 79 153| 67 122| 66 117 63 116| 69 127
(PavE) acetic acid (3:1:1:1) 82 42 72| 36 66 40 67| 39 72
Lycium Bark® 1-butanol-5% ammonium 72 141 63 116/ 78 123 71 127
(Uavk) acetate-acetic acid (2:1:1) 40 75! 37 64| 43 79 40 73
Plantago Herb 1-butanol-water-aceticacid | 73 131] 68 111 70 132 70 125
(rrtyy) (7:2:1) 70 42 78] 40 72 41 73
Asparagus Tuber 1-butanol-water-acetic acid 85 140 70 111}j 70 136 75 129
(FLEVEY) (10:6:3) 80| 41 72| 40 T 41 74

1-butanol-water-acetic acid i
Benincasa Seed (8:6:3) 72 140 66 114] 80 148 59 118 69 130
(F9#3) 72 41 72| 46 '80| 44 68 4 73
Ephedra Herb 1-butanol-water-aceticacid | 73 131 66 123| 68 130| 65 115 65 115! 65 140 67 126
(XF2) (7:2:1) 70) 45 78| 45 721 43 75| 42 79| 45 85 4 77
Digenea 1-butanol-water-acetic acid 79 159 67 112| 87 144 ' 78 138
(XH9Y) (5:4:1) 86| 39 69 51 87 _45 81

a) Time in minites. Upper column: results with Merck plate, lower column: results with Wakb plate.
b) Alternative solvent system proposed for the identification test.
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