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i BC DWW T, R OMREEEA~OXE R O ERICOWTHE L. £, BEFERINWY
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NFEHEI)IET X%, =Y a2 RN ANOIFEO R AZ X BT 5729, HPLCZ v 7 7 A
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+ — (YMC gel ODS-AQ, Sephadex LH-20 1)
X Do LA 0 IR L, L& 0 Bl %
ITo7z. HEE L 7oL B IOV TS D4y
Bro—4& & OBEHE, &5 ESCHME & b
I 52 LICkVFEELE.

LA U ELELR 0.1 g AKX 7 —L 10
mL (2N 2B E B, OB L TR S
iz BB AEREHAKR 1 & L. AARRI
I FATOH 4 REEFRINY B EBU
FRE O MR ARER I HE U CRUBHRIR 2 2R
L7z, BBHARE 1 122\ T HPLC 24T, #lkh
W 2 122\ T TLC oM &1 - 7.
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B 54 ED carthamin D& H R %2 HH
L.

Flo, AX—=T = REERERET D &K
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TR EE BRI ANEZER)TIE, EEEONR
b ICEMBEEERHA L TR Y, o
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EfRIREORERZEDL Z L BKNETH
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DIEFEOWTIIFEM R E N LI L E 2 7.

LGy DA MEAMER T S Z &2 BIC, et
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kaempferol-3-O-rutinoside (9), kaempferol (10),
trans-p-hydroxycinnamic acid (1l
cis-p-hydroxycinnamic acid (12) ,
N-p-coumaroyl-N'-feruloylputrescine  (13) ,
N,N'-diferuloyl-putrescine (14) ,
N,N'-dicoumaroylputrescine (15), isorhamnetin

3-O-rutinoside (16)) % HiEf[RE L 7-.
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lucidum Karst.) D ERAF L <137 FEAEXIE
ZOREREN LML L TELRTEbDE N
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CEFRINTWD. A 9% - AKEIL, ¥
WV avBr B~ Z (Ganoderma
lucidum KARST.) OEARMEH L < IEF3FEE,
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1)

Z OfES, HPLC 43#H7 TlZ, 254 (or 280) nm
B CIR R R 23 IE R C#iPHIC 10 25 e —
IRBEIH, FE MY —2 BB 6h
T, HPLC HrixWEECH > 72, 5 4 REESF
N B RS L O R BR IX HPLC T
ATV UM A BBRIET L2 LRSS
TWAHBNHEREECH 7=, £z, TLC 4
HrCiX, Re= 0.6 fTUTIZHARRBUE D AR
MHER ST, 2D AR > b DIFEE DIFER
AHEBRITICHFIBETH 200 & 9 MOV TIE,
S, TR AT VML B O RIE 217V V|
WrdsFETHD.

- BEF IS D& AT R ST FEAT L2 B9 D WP 5E
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I, ¥4V 2Tl r T 5. L, 2
NWE TORRSRNT OW|ME T, B I K
CEHEY UREMRSTHY, EFE—L
EARMORMP THDH Z & PRI T
5. ZOFE, Y I CHEOBEERIZIEEICE
iTHY, FTMEOHENKNETH D720,
W D HPLC (T K 2 & ®mor s 2 Bk iR
BICRET D EIIWNETH D, £ 2 TAF
LTI, RMS ZHW=v v o7y 7y L
Z HPLC E®mIEZHE LTz,

A< U 7S BEICEIEEE b O T
N 77 L AEBLZODIL, BFE—L
DT NFNMMEIZE O T AL L. £
Yo, o )7y RE LT, BYE
—/LDAFIVFER, TFFER, ~F
WEHEEE KR O a ) —L (B E— /LD
LUbAY) et Liz. 4 O I~V 7F
B 7y 77 L AZE LT, #akt

BREMOMEE DO LY RMS ZRD7FER,
EORERIZHBN TS RAF7Z2 RMS 235 5L
7. HH L7z RMS % F Tl Sk &
el U7z fE 8, ~F U VB ERTOE &R
FELOENRKREL, EXnF—AEED
EEMENEWI LRI, £, 1T
LRBEIMHOSRME AT L, v 7T
7 L AHPLC E&IEZ M LR R, Wi
Lt RSD S%LAT DI~V 7 F VHOER
BRELN, ZOFRTEYE—LDOTFIL
HERN D RSD DKW ERMEE R L7z,
WA, KRFEICEY, o) Ty
2HEMNDHZ LT, 4 HHOI~Y) VM
AIEELR LT HERT DI ENARET
HHZENbhoTz., £, AFERLY, %
IR A S [F U CTd D 7 T 78R 0N it e
IV IO TNV T L AT
DL ENbhroT.

) BEFERII R =2y PEERPIN=ay Y

WORERDOERS THDIT 7T UH, €
FRaANT Y, Y MRSV OBV
TNHEELDAFTRAARETH D, 207
O, WHAE (BRRENYMAEE) T, E&
EORD I EMRIEEEZRE L, Az #]
ETHI LWLV ZOMEZMEL TS,
Lo L, il E kX m oGz E L
TERTERVEWVWI RENH Y, HPLC &
~OEENLEEN TN D, £ 2 TAHRIFZETIE,
HSCCC 2LV, R=a v UiaBER,F O
FORR D THLIH U hEF VY A KO
BZHEHFERL, Yo/ 7y LRl L
TN 7 a b (AR CERT R Y T A
DI T a NEERE) T DR
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Y77 LA HPLC EEIEICLY, #xtkh
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FAMEDNGER C& 7=,

5. QNMR % JH W72 BEAF RN O Ry Kiak ak ik
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1) BRI R =S TR R 0 b B 2

1T-> TH S5 7-H carthamin @® 'H-gNMR ®
HIE % pyridine-ds 1 C{T> 7=, carthamin @
16 HD>Z7F 1 (§ 9.15ppm) DFEHE
& NEREEAED 1,4-BTMSB-dy OFEE > D
EZPE L, 2% carthamin FEHESL & L7z,
F72, "H-QNMR DHIE & AT o 72 ViR % KU
e Ui, IR 2 AR L C HPLC IZ281F %
BB E VERL L, 80%MeOH-/K CTHitH 21T -
THRIBEFRMY (R "F ki), A3
AU OBMKRORE P OEEEEWE LT
L2 A, IR=NFPREFE ] O carthamin & H
T 0.31%, AFBHAKIT 0.22% LR ENT,

72, carthamin #2752 W T UV A
7 bV ERIE, BRI 3T 2 B VO
BaRwiZEZ A, DMF : 1.21 x 10°(A max =
530), EtOH : 1.19 x 10°( X max = 513), Pyridine :
148 x 10° (A = 540) LHEHENT-,
Pyridine F1OEIZAEIFI D THIE L7z b D72
75, DMF HIOfEITCEMED 1.3 fi5,  EtOH
HL 24 5 Th o7z, LEOMZETIL, HIE
\ZHE U7z carthamin OFE 2 & < RS - T
WietEx b,

Fio, FHEEHIL®] O HbAZ—7 =
AEIEFETDELEIND HDOIZHOWNTHRE
L7=. Anisaldehyde ® 'H-qNMR ¥£(C & % #li
JE1X, methnol-dy 1 C anisaldehyde @75/l
JVELH OFESME & NEEYED 1,4-BTMSB-d,
OB EMN»SERDODZENTE I,

6.

)

Anisaldehyde FZ¥E [ OMEIL 94.96E1.02%
LHRED b,

AL =T = A& I35 [FErHhhy )
DHIBLTAFTELSH 7LD 'H-qNMR
MEZRARTZ, TDOHIH 2V 7
anisaldehyde D7 /V I VEEH ICHE T D7
FABBR S o T, 3V T VITHIE
ARE CTEH A HEN 1.40%, 0.24%, 0.76% T

2>77.

qQNMR % FH W7 BEAFE N O 53 BT FiE 12 B
ERALIIE

BEAFIMM 7 5> iz 7 o b
(Siraitia grosvenorii (Swingle) C.Jeffrey ex
AM.Lu & Zhi Y.Zhang (Momordica grosvenorii
Swingle)) DRENLELNT, B v N
AERDETDODLERSINTND. B
WM REFZL, 77 D O R #
RITBEICIG S TR Y, FHHRERS TH S
BB REV OFENRESNTND. £
DERIEZE, EEMET7v2v PV Z2H0
72 HPLC IZ K 2 ERIEDHE SN TN DD,
BUE, €78 RV II—ETHRBET D
T, FEATTELLELTCHLEFICEMTD
DT EMMBAREREOWRN KD b T
%)

Z ZOARBIIETIE, Bk & LTI H
i 3 B2 OWT, RMS ICL D€/ |
YRV OFERMEZT, T8 R VAR
it & VN TER U 7o ff okt i B & 0 R
SNTEEREREMR LI BRREOD 7 = A >
ZHWTRMS L OB LREHSNZH T
B v R OE vy BV OF R,
EFZ7uv RV EELEZAWTEB SIS
BEEAEREIRO N2 2T, Lizio



T, W72 A BN T7 LU REL
7= RMS Z W EREX, 70 Y
HEPFOET O RV OFREREICHES L
Bz bz,

7. BEAFESINY 0 5E B FIAR & O & B B3 2 b
i

sakvFo, W7V r, hE) V%, Z
NEZNANFES IR S ET 21
— ARSI LT 7k TF oA ) ick
WTE, RN TRZMET HILERH S
0, BOSSEME GREE, Wi, FOSRER L)
ERETHLETIZITTEDLEZZ T
5.

)]

. E

1. BEAFIRINA) 0 oy Bk R BRVE I B 4 2 AF 5
1) BEAFUINY O R 3 Bk OBtk il 2 Gl A L
OB EERH Lz, 72, BEMLBICS
W, RO EEA~OX IS R O E
FRIZOWTHE LM REZ T L.
BEAFRINY b~ hEAFROEBHET Y 3
YOEREE L TRMS ZFIA LETENE
HTHHERNE LN LD, 5%, &
EREELTELELHDLZEE L.

2)

2. BEAFIRINA) O J R E TR B3 S gt

1) fiIZ T 2 MmN ne 24 v
7 MZERZFEETE 5 FENOIL, il
TR EOREDB ) & 72 L BEZ S
nNn. 22T, X7F FEHEEL LR
EEIZOWTHRFI L.

2) BEfFiI 4 @GS B O — o Th D TH/ ¥
BHlH ) (2 oW T, BUSRIERIC M T 71
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81| 6 321 | HLa_—2 LT

82| 6 333 | HLR_R—Z IR HA /A=1Y)

83| 6 364 | HLN—R myy

84| 8 029 | FELEE A B PR

85| 9 027 | FEIRE AT NT 7 —E R
86 9 041 | FHURE! KA AR AL T R D iR
87 9 120 | 0k TrFT T

88| 9 124 | 0k B SRALFR Y oK
89 9 161 | TR} T~ AT Ty T Y
9| 9 182 | FHmRH} LB AR T ) 2
91| 9 236 | HHRE = FEX P

92| 9 357 | WUREL AR

93 9 127 | LA B PEL >T

94| 10 172 | FALHA AT 4 ANEE

95 [ 10 187 | FLALAI HARXYR=

96 | 10 195 | SLALAI IEE ok

97 | 10 009 | 5 FIAl T AAILRIL AT L AR fU S
98 | 13 30 | B A AT UK

99 | 13 043 | HLiE A I

100 [ 13 048 | HiE JT] Al HEse KAl

101 | 13 052 | Hi& 4 EZoBEE

102 | 13 118 | Hdsd& Al AR

103 13 120 | i A Al kRN (A7 77U )
104 | 13 120 | $d3& Al AR NE NI R (N~ =2 1R)
105 13 120 | i A Al BN (7S TF U R)
106 | 13 120 | i A Al R (F0 ) 1)
107 | 13 120 | $d3& Al keI (70 7" U V)
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108 13 120 | i A Al R (F1 7))
109 [ 13 120 | Hd3& HIAl kg (RUATF 1)
10| 13 148 | ik A Al &3

11| 13 137 | S5 Al A=K R

12| 13 155 | S5 Al ol > raT X AR
113 13 158 | Hdsd Al DRIl

114 13 163 | it F Al FLIEBERL ANV 2T
115 13 168 | Hdxd Al K&

116 | 13 173 | $ds& Al AR

117 | 13 176 | HdsdE Al A

118 | 13 184 | Hdx& HIAl VPRl )

119 | 13 198 | Hdsd Al fifizr =

120 [ 13 198 | Hd3d Al RS =

121 | 13 200 | H3E A ESE

122 | 13 201 | L&A Paad ALY

123 | 13 212 | BEHHFI #

124 | 13 214 | BUEHHI ki

125 [ 13 227 | JIE I FLmp—2

126 | 13 237 | JIEHHI %

127 13 239 | HE A X RT Al )
128 | 13 240 | BE A XWFLY A Xl )
129 | 13 242 | BEHHI H4

130 [ 13 246 | BLIE A AV NN

131 13 249 | 5 FA Sy @R =N 3

132 13 262 | BLE I 745 (Hhit)
133 | 13 266 | HiE A TH

134 | 13 275 | JE A= 2N

135 13 297 | HEHHI NS H

136 | 13 302 | HiE A VLA

137 | 13 318 | B A FUBARBERLAI V2T I
138 | 13 318 | B A G ARBERL A1 2T 2
139 | 13 327 | JE I AN

140 [ 13 331 | L&A AKMF o7

141 | 13 334 | HE A AKIK

142 | 13 335 | HiE 1A KPR Al )

143 | 13 356 | HdiE A VT =0 A

3 BES No: B i3 BEF IR N & =
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HOK T ERL RS
(5) HFMYEROEREDSE, REICDONT
WSRO EEIAE L TORMAEMITHONT, DO FEZ I EIFFFRO L HE~O IR LU B RIZONT
AL A RE LT,

NINMBEROEFREORE, FFEICONT

PR30 4 2 H 26 H

WHERY: REEREE REREYR B MK
HARGBMPIGS 57 (BR)HR IR

BRI ENRMECH 2 WA LEE R EYRICHFEL Tnb. $72, ZOERIERZ, A RpEfic
BLTHENLIN TS, FFi, Z20oReMoEmT L) BRBINYIFEREICH L IFHINTH S,

HARICH RIS T 2 BT, HERT T RATMPI) & S Twiz28, ik 8 i [BEFA MY 4 i
IR , (IR I TR A FEINEG H ) 2 b 258A S iz, RY 2 MiciE, &Ry
BEFRICOoWT, o [HF - 85k - KE | BRI,

72, BREMYINEES I RKEICE W TIE, LikoBFRnY4ENESH D 2 b
I T 2R F iz, FY R FFREITHOARBEICKEST 25 COMICHERMHPMERI NS D
BINEHENE Z L ot

)y, BEOEENLD =D DFKEBAFEICETIE, 2 OEEROEME X)) kv, MEVIEED
HEFEE LTHWOLNE ZERIZEALETH S,

CX) BhiEY) & 38R 0, MAEMIC X 2 FEEAEFE X, T - RIEFORELZ TS, MR ENT

DRI R BER OREEELAIREL 7 5 T &

L L, MEYICEs»TIiE, 2%, B XOREOHMN, THEoficky, RFEOMENAWRIEX N
LT RETLIILRD L. ZOKE, FEMHIN TV 2 AFARICEE IR LD, T
MEBEICX ) NEZNEHOEFL & DlERE L Z 2 IR 35A0H 50, ZOZLRMEL AL R
WX, MIBEKEBETL T BLERD 5.

MAEME I Lo ToEME IR Eicd 3 —oDRIFEME (dy) oFtE iR L, 30 BiEED
WH%E 2T, BED XS RS HEHRERRICGELTCETCwE, HoRT%2T 2L, RxoEYMic
BV, L, BODEEFIN, UK, VEODRMTELR->TWEIHDTH S,

Walx, HEEREYEEZ ZRMICHO IR TE S X9, 2oL 5 ASERRERZEREOI:, En
THEAXMWICER L 2082 %21EY WP T &7z, #lz21E, Haeckel iZ X 2 WD R L EndH 2D,

MAEMICENTY, ZogHKRRICEWT [T OBEESEAENLTE 2 X 5 FFEARILIC S BR
WA, [f20BAATEZ LICINTELZ, ZOLEDICEMEDFORIANFMAE RHL, &%
O - ERZED, KX DRMEBEICHMNH TG 2 20 HENRFEL TE .
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Y72, DEYOFEICL DR, RHE X VHEICERT 320 CEERRED b (K113,
Bacillus subtilis O 533 R O W) . 53O m/NEAL 23 THE (species) |, [T DHEED [E (genes) J,
&l of&2 TR (family) | & w5 X 5iC, #L - FHEKBE 2, ZhZhoERBORRICE &
HDoHLNTWS, 7272, ZCCcEERI LR, ] 2 B IMaNaRboTchroickL, £FET LM
AVNEEAE Bk strain) THBEZ ETH S,

x 1 SRR O =

e Rank Bacillus subtilis

FAA YV Domain Bacteria

R Kingdom Bacteria

" Division Fermicutes

il Class Bacilli

H Order Bacillales

=t Family Bacillaceae

& Genus Bacillus

f Species Bacillus subtilis

WY DRI W T UL, BUEVOTREERER (2 v = — DI kCHIa DT e &), 48R - AL 22k
W BB - FEWEME, EE T 2E S pH OFIH - RESM % L), (LESEAMIR Rk 5N
BEAHRR, ¥ /7 vHER YY) Fo@deolki (FE) Ik vfTbh T /-,

727, INLOFEERICE T, MEMOLEREW 2, FEMEIC X 2 58O HE 2 T 2 7
W edbds, Flxix, £2 (Bsubtilis DA - A{LFAEE O —F) ICREI NS X5 ICHEOR/D
HfiChd ] oficnfis s [k (Strain) | KXV SEAEBRERT LR HI206TH 5.

3 2 Bacillus subtilis D £ - (L 2R (Bergey’s Manual of Systematic Bacteriology 20 Edition
Volume 3, p79 Table 4 %* & $#hFe)

Characteristic Bacillus subtilis
Oxidase d
B-Galactosidase +

Lysine decarboxylase -

Acid from N-Acetyl-D-glucosamine
Acid from Cellobiose

Acid from Fructose

Acid from Galactose

Acid from Sorbose -
Acid from L-Xylose
+ :85%LL Lotk (Strain) 2351
d : #k (Strain) 12 X D %k (16~84% DR A1)
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— 1 0~15% Dk 51

— i, LA DI TR BB NTE DS, B X OO REIT S22 v ea—% (~—F,
Y 7 M) OFREIC LY, L OBEETIERS LV EE TSN, »oBE CRERERSER S
NTEZ, TNHOMAICHEDE, WAY DRI Z B ANCT 5 720 O Y] e R 7 D B X
ncwa, BIE, RFEMITIC, —BRWICHYSN2EET & LT, METld 16SrDNA EIixT, HE T
1% 18S rDNA E{&Z T, 28S rDNAEIE T ® D1/D2 i, ¥ X OMiEnFORICHFES 2 ITS sz &
Db 5.

NS QBB TIHREIREICL T, MEROBREIRECER - A 2R 2 &I D CRETIET
(D8 InWEMICOWT, BRI (08 MIERIITbTE Y, KM OHRET — &2~ —
AWCEHINTETCn S,

R TREIRIC X 2 A O RARIRNTIC 35\ T, SRR OB s & (B MR 041 16SrDNA
AR T OHERS]) BB I NIEETIERE 0XBIEO D 2 HFAEEZ S > THERIT S 720, Wi#H
DEHHBALT, XV RBORGERIEONSE. FHl2 X, #EO [fE] (X DNA-DNA 7 7 HaERIC X
2 MHFEEDS 70% L E% /R 3 HE#E (Strain) Al4% 1 HfE L ERL T3 2, £72, 16SrDNA O axHiH
figl (9 1,500 ¥H) oMFEIEA 98.7% L Lo 413, DNA-DNA 4312 ER IC X 2 HFEA 70%
PLEZRrlaetE, o W O AEEERSH 5, L I Tw3 9, Kk X 2MEOREDHF & LT,
[16S rDNA ZI5fE L LT A X Vi) 7 — X AEFEROEOFE | ¥ 235 5.

DX ARERPL, E, MAEYORKEHNE, EETERICX 2 TFESTERE A->TETW S,
L Lad s, EROBENRHEC AR - A 2R & Ici o R (08 LinFEo#ET
T DOERMOIE S BT L 13, BT LD -HLAVEEDL DV ERO Y LOWHEHICE R
B (BdoHEG 1, FH2).

T/, BEICEOT, MAINEFRAICRIBALNTOZb DS Y, Pl A2 b OfEE% D
> CHEFLDPEMEIN, WHEFICE 727 —2b 55 (i HEH]3).

IO DEFIOFHMEBLRT 228 (FEH1~3), 2OXH R Xy, BRFIIMANTEDEEZEDK
LICHHEIN TR EFTICE O TCHFRICMMEEREC 22DV 25, 7, ZONHEEOYN
REFTHOFEHICBEINSEDDOTIERL, THTOHETZTIEIHDTH R,

fth 7, BEEINY & Ll & h 2 MR O e ORERIC B\ T, MR O 2R o R,
BLUOEREAEOGEIHWMEL L 72 5. UEEROMEFAEEICOWTENHEY LOSIETH Y, 4
FHFE A AR DT EMICAEDZ L TRAVDT, 20XRENEZELAT S DTIE L.

CoXSnBERMIL, Y EOWE, FEREEMOMESRIC XY, YFEEEOMIRLE U 7
BHEThoTh, TNOLORENARER, B X OCUFEEFMEY AEI o RKFMEYICED > Tk
WZ L DBERETENIRE, FOLREWICHENRELZ LB RVDT, FIH~0mB LML, NEHR
¥ LA S B 7 S IR BLE IS CE 2 L T2 IEDS U TH . P, FIEHROLEERE~
DL, NEFWEOROMGHREL T2 TIWeEHER 5,

(5332 b O WEFRZE 3 o Fif5i]]
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(% 1) Lactobacillus fermentum
Bergey’s Manual of Systematic Bacteriology IC X % &, [ EH AR E D A T, k% D Lactobacillus
reuteri L XHIATZ ey, WMFOXANITBEETHOMENLETH 2. ] LH 2720, EHANRE
IZ 3T Lactobacillus fermentum & [F5E - 53 I N7z b 028, BIZTIEIRDMNTIC X Y Lactobacillus
reuteri LRIEINDE L b DH 5.
DIFiE, EidoZ & %/Rdatil% Bergey’'s Manual of Systematic Bacteriology 2rd Edition Volume 3
Lactobacillus DE X W {kFEL72d D TH 5.
30. Lactobacillus fermentum
Additional remarks : Lactobacillus fermentum cannot be distinguished from
Lactobacillus reuteri by simple physiological tests. The genotypical methods
used provide clear results (Dellaglio et.al. 2004)
77. Lactobacillus reuteri
Additional remarks : Lactobacillus reuteri cannot be distinguished from
Lactobacillus fermentum by simple physiological tests. Determination of
Diamino acid of peptidoglycan or preferentially, genotypical methods clearly

Separate the two species.

(%4 2 ) Bacillus amyloliquefaciens

Bergey’s Manual of Systematic Bacteriology 2rd Edition Volume 3 Bacillus ®F D

1a. Bacillus subtilis subsp. subtilis ®JHIZ, ”Strains formerly designated “Bacillus
amyloliquefaciens” or “Bacillus subtilis var. amyloliquefaciens’ are now
accommodated within Bacillus amyloliquefaciens’ t it 2 1 T3 Y, Bacillus
amyloliquefaciens »* Bacillus subtilis 7> bHAMEIC 3T b vz, chic kb,
$ER/T Bacillus subtilis & 537X Tz —E DKL, Bacillus amyloliquefaciens
oI N,

7t ¥, Eabix, Bergey’s Manual of Systematic Bacteriology 224 Edition Volume 3 Bacillus @ ¥ X

WL DDTH B,

(FpH13) AR
BRI, WD OBt UL, Aspergilus luchuensis & X W7z 23, 1£IC
HIW & L C Aspergilus awamoris ZiRBI N2 EZ OFLICRIEVP R b7z, EFEOMERRIC X
Y, Aspergilus awamoris & 77FE I T W B FRICIL, Aspergilus luchuensis ® & 7: &3 Aspergilus
niger BIRTEL T3 2 &R I N, #5/, Aspergilus awamoris D ¢4 13 [doubtable (%¢ff) | T
Y, THEFLEORILEE T ZOEILEINZ. cozkickh, BERO¥HIX, Aspergilus
luchuensis & X1, Aspergilus niger 72 D7 v A e 3L L CHHINb L o725,

B SR
1) E. Haeckel : “Generelle Morphologie der Organismen” Vol.2 Reimer, Berlin, 1866
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3)

4)

5)

2) Wayne, L.G., Brenner, D.J., Colwell, R.R., Grimont, PA.D., Kandler, O., Krichevsky, L.,
Moore, L.H., Moore, W.C., Murray, R.G.E., Stackebrandt, E., Starr, M.P., and Triper,
H.G: Report of the ad hoc committee on reconciliation of approaches to bacterial
systematics. Int. J. Syst. Bacteriol., 37, 463-464 (1987)
Stackebrandt, E. and Ebers, J.: Taxonomic parameters revisited: tarnished gold standards.
Microbiol Today, 33, 152-155 (2006)
ML« TAFZE 0 HERE © 16SrDNA Z8ERIC L 2T A ¥ v g Y 7 — ¥ R ERME O [FE | BEFRINY
DLRVERELR D 72 0 OB EHERE 1B 2 0198 (H26-Rih-—f%-001)
& : T B IEE D524 )Y Aspergillus luchuensis (2720 L7-) HARBEEHSHE 5 1108 H2 5
P64-67 (2015)
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JE AR ERF B A B (B b D& AR HEERF JE )
BETF RN O S B e PR D 7= 80 O FHN TYEIZ B3 2 58
(H29- 2 fin-—#%-007)

PR 294 FEMT SR Sy A e

BEG IS D By 33k e BV E I\ Z B3 k9T
~ k<~ MAFEFTDOY a L 5HE~
WHotorsE EARER ESEESESEAEMICET Baiigs =K

MRER BEFENY [ b~ o) OoEEEE L CaMllEE A EH ST 523, HPLCIZ
L2 0iEE S BBEAL TR, FEERDTTHD Y aXrOEEMIIFEELRE LEE LR
WEBENEE L. HPLCKX qNMRIZ LD, U 220D 2 & N xE9 2 F % LV (RMS:
relative molar sensitivity) & IEfEIZR D D Z S I2 K - T, Zili7e A& U1 NIEHEYE & L, HPLC
savw 7758 RICBEINOGREFOY a sy L AX IO — 7 Hifd, RMSOBEEGIG Y
AR OFEBREEREZNELE LRWEREZEE L., ZTORE, MxhiEfE L 123 F%
DREENFEONT-Z EnD, RENGMAEEICRDbLIERELE L THESTHLIEE XN

7=,

wraets 3

AR E SRR R AT
BmEinmE e

HARE T [EERE SR SN
fEISInEs e R

(L) N E S RVA LSS Tl e TeE ga =t W)
fISInEs e R

A. BFFEBEH

BRI ATESE D ICBWT, BEfFRMY [k
~ NMaE X, [ b~ M(Lycopersicon esculentum
Miller) D R E NG LT, U = 2 (lycopene)
EEMGETLHLOTHD. BRMEELE
ENRHDH. ] RSN, £, BARNIYA
WUCH B U A SRS PiE, 2O MR - i)
% RE L LT [ AR b~ MLycopersicon
esculentum MilL)D F:32 10, JWECTHIH L2 b
DO, REEPAKL, S|IREEE L 3B, ~%
Pt BT LA LI T oL,
WA ELIb o, T b~ FORFEOHEH
FOpBEL CTHROND. ] ERtHEliSn TN 5.

b~ FAFRIL, HE~BERDEEOI BT
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A RREFDOF THISIZHR~E 7 DG
ERETHIE, FEOFEISRENDL, RIRH
RoOFEEE LTHRENGEW. b~ MaKOE
BFEMTITY aRX(RAVEEGRATY a s
ERETI TS, BUE, REEGIAH DR S
TWAH), UTVaxXred5. )Thy, K
<~ MIZLEENDIED, AL D, =TV,
IR IR EOREOEZE « BT all-trans (K
& LTIHET 225, L, B, fRAF, 8Bt
FOEGICRME T2 Mo TnD. £
7z, FOFEHDOY a2 NZONTHE, Higt
BERE, DAMBEIIE, 2L AT e — UK TFEH
72 Ehk 2 I REEREERE RN R IC O W T B AR FE i
F, WREFERELSHE TRBICERZED TS,

KETIEAE BT RSNy &35 72
STEY, BFRNY I h~ FMEFE) ITHEE T
% Ttomato lycopene extract] & [tomato lycopene
concentrate| 73, 7/ h—ZF AL B-hmT
& & H I E N E (exempt from certification) D £
FifasE & LC21 CFR73.585 I ST 5.

ltomato lycopene extract] (% b~ kX VK=
FTHH SR, A4 LYy 55%LE,



ltomato lycopene concentrate] (X4 L AL >
60%LL LD Y a X EHBESNTND. £z,
FDA % GRAS J#%4I(GRAS notice)”IZ 5T,
2003 4F|Z ['synthetic lycopene |, 2005 4F{Z [tomato
lycopene extract 6 percent, tomato lycopene extract
1.5 percent, and crystallized tomato lycopene extract]
KON Tycopene from Blakeslea trisporal, 2006 4
IZ lconcentrated tomato lycopene extract] (Z-D\)
T, B GRASWE TH D &) RLARICE
RlZ 72V (no questions) & V9 a2 A > R A HI LT
Wa. Thbb, KETIE, KA, GRICED
57, VaXUdESNESKFETTRLMNT
FOEGAEICZEDOEMRRBD LN TND.
—J7. EU Ti%, & E160d LYCOPENE & L
C(1) SYNTHETIC LYCOPENE, (ii) LYCOPENE
FROM RED TOMATOES, (iii) LYCOPENE FROM
BLAKESLEA TRISPORA, H&FRSHLTW5 Y,
(2, JECFA |Z1%, LYCOPENE (SYNTHETIC)(H
o &R - K& A B & §h), LYCOPENE
EXTRACT FROM TOMATO (¥ & ¥},
LYCOPENE FROM BLAKESLEA TRISPORA(% t4,
Eh2s® 0 9, Wbt HPLC 2 W= E Rk %
HEL TV 5.2009 27 V—7 ADI ZHEE L
720\ (not specified) & FE O HAL TN .
BrETIE, Ak L7z Ek0, BTy IR
~ MaK] OLBFEHATELLINTEY, i
SATHERANFFI SN TS b~ FERUAAO
BB LOREBEEIC L TllEINLD Y a2
YIIBAEDRETITELBMS E L THEMRT
TRV, BARMICA S TWD AIREMEIISE
TERVIRBLUZH 5.

b~ MR O B RBEZ T 5 &

WA Tk Y aXroEfEiEE LTHPLC Z# v
T HEEZRA LT E 0, S EE SR A
EE ) TIE, EEEORD Y ICEAMRIEEZ B
ALTn5. afilxF—oFEHIBW T, &
RIREZ RIS 2 TH Y, T74bb,
M CEMiTH->Th, RIBHEMD & FEEFEMD
EEFELTHMEE LTRkdoNA7D, E6
TR DOIRERRDEND HDTITRW. Lz
NoT, WmEELZEMNE LIRS D7D,
TORRD EZRFREROICHIETE, ZOREALIE
FEIZRO D ZENTE D HE~OWRIEN M
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EEZBND. L, —fkAY72 HPLC & AW
ToERIETIX, EAFM OE & MR LB L
BTHDHN, UV a~ XL EMEN BT DM
BEAOEEHEELATE L T 6T, Efk
REOHRERZIELZ ENNHETH H.

Z D=8, AWFETIX, T /VIEEELRE(RMS:
relative molar sensitivity), £ 7213 &~ — A |ZH
BOL 7o FH & R S AR ZU(RRF: relative response
facton)Z FIH L7 a v o OEEEERTTT 5
ZlE Lz, RiElL, EEREELSEHVTHE
KR ERR A AERRE IS, BESSWE &35 o
LAMLAREWE & WIER BB DO RMS £ 7213
RRF ZFIHT 22 &Ick-T, T72bbh, HE
KNGME LR —OEBEAERELZLE ST
(2 IR e 7 0 Bl 2 8 H Dl 12 3R D 5 ik
ThD. b~ MOBEITAKRENEHATEENE 9 D,
FTo, FOERREE PO LM xR BT
LR L THYNE D DRFE LT O THAET
5.

B. WG
B-1) 3B R ORZR

Ua~y, AKX I (Fig. )i, HERS Tt
(ol EE BE N O AR YE L D BRIE SRR T E Ao
7o, @Mt 5REE%E 'H QNMR CfEifHT L
THWz. 72k, BRIV a3 LT
72, WOREERIER LC #ax iR SRR 203
PRRE YRR A I D BRI, "HQNMRIZ X D U
I OMERHLEE & OESERETR L CHW .
AMFZE TR L 72 ildK 2 LU IR
« J 2~ (lycopene): Wako, ZE{L5 T, 125-04341,
Lot.SAN4711 & LKP4227, -80°CIRE.
2%, trans/cis O FLE X2V A, CAS No.
[502-65-8] LFtE STV D Z LD, all-trans
KEeHEEEND DX AN,
« A4 I(sudanl, 1-Phenylazo-2-naphthol): TCI,
P0585, Lot.GMO1, =ik . LC & & HMIEYE
WE L L THWE.
*1,4-BTMSB-d, (1,4-bis(trimethylsilyl)benzene-ds):
Wako, TraceSure(R), 024-17031, Lot.ECG4815,
99.9%. 'HgNMR HIIEEHE L L THW =
“4-B N m ¥ U3gert-7 F LT =Y — )b
(4-hydroxy-3-tert-butylanisole, BHA): TCI, EP,



B0723, Lot.7GRAI-GQ. U =X D3Rz

D= OIZERAERGIEAl E L CHW.
# X ¥ (CDg): ISOTEC,

Lot. MKBF9301.

- 7% k= F U JL(CH;CN): Sigma-Aldrich,

HPLC H, 34888.

« TH ) —)(99.5(= 4 /—/v, EtOH): Wako,

HPLC /], 056-03341.

cn-~F (o~ ) Wako, Rk, 085-00416.

Z DM OFRIEIT T X CTHI IR 2 7z,
[E NS O BRIy b~ MR 6 Ak

% Table | \Z/R9. AARIRINIMHES %28 U CAF

L, HEHIZBWTHERE L WD b0 x v

7.

151815,

B-2) 348 K& OV E -
WG, 'H gNMR, LC E&SHT — % DH
AW E - 55 % Table 2~4 (2R 7.

B-3) b~ raAFRREOAMEIESL YV a0 D
R AR BRI E

S ARTIMHAEE "o b~ MaFEDOR
EE O REtZ2 78 b v aF
Y ARIRICERE L= D B~ T 200 L4 L
(AR L T FE(0.3~0.7 OFLPHN)Z HIE 3
D) \CHEU TN — I EFIEAZEH LT

h~ MEAZERGLEE Wmg B ICED LV,
T by ST uAFY R0 DENZ,
AR Sy I B AT VIR S /7214, 25
mL(VIZER L. D 1.0mLEED L, ~
XFHT20mLICERLT. SHIZZDHK 1.0
mL 207 L, ~FH T 10 mLIZEALEF =
20x10), AAfHE MK & L 72 (735 n=3). Table
2 DERMUETF, ~FH o axtiiiks L THE 465
~475 nm D R KW B e\ F 1T 2 WO FE
(Abs)ZHIEL, UFORIZLEY, AME 1w
ZRbiz. =770, b~ MaFERELEE A1207
DI, T b/ 7 a~FY AR L
o TIEENEWER Lo 72720, SRlES
BRI, tOAEETLHOWBYIC LI, T
bbb, #EEZ 100mL A A7 T AaIZ&Y &
v, TSI aAFH ARMRA  DE 25
mLIIx 7205, ~FH 2T 100 mL (VIZER
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L, BIZAFH U TS0EMRNE=50)L7tD
Z A E AR & LTz

AbsxVxFx100

\%
Py =N

Abs : MR DOWICEE, V@ EA &E(mL),
F: A%, W: b~ NaFEHEIE(mg)

(B 00) =

U =2 DU AR (E" 1o )E b [FRE
2, S EMEIMAEE YO h~ haFED
AR EEOFLEICHE L 72, 200mL A 27 F A
242, RV a2 2 mg (W)EBEICEY &
D, 7N ST RIEN:1)10mL
IR LD B, ~F 52 T200mL (V)IZER
L7z, ZOW 1.0 mLEZ531EL, ~FH 2T 10
mL ([ZER(F = 10) L 7= & O & W GRS & F #
e L= n=3). Table2 D&MT, ~FH
VX IRIR & LTI R 465~475 nm O i KUY
B Ama I T DS EE(Abs)Z TN E L, LLFD
RIZED, WHBREE )& R D72, 2, R
Y N ERHRT, 1L 5) OEMETR D 5
7 0D 3R K 0D e i B (PL) % WO T Bl
LV X LA DRITNE A (SIS 720N &

ELT), U a~r OWeE s 358 L.
. o AbsxVxFx10
AR R(BL e y = 2 T
W XP_L
L7100

Abs, FRIE DWW AL, V, ERE(mL); F, HRE;
W, RIEY 22 (mg); P, 'H gNMR (2
KV ROTZFARIEFD U 2 XML (%).

il &V a X ORI G, BT
DY aXEHEERD.
U a B R(%) =

@‘mﬂ(Elo%)
—x100
10x U =12 D AR (B

B-3) V aRUERRA L I OFIEEEH
Yz~ 2mg, AX214mg, BHA S5 mg,
1,4-BTMSB-ds 1 mg Z 51280 £V, CeDg2.0



mL I IZERfE L 726 D% gNMR kg & L7-(GR
fln=3). Z D& 0.6mL % 5 mm ¢ NMR 3k
EIZF L, Table 3 D2 "H QNMR IZfF L7=.
70k, Y O gNMR HEEHRIX, B-HIZRT #
ECHINL, LC EEMERERE L.

qNMR MY 7 b Alice % V>, 'H gQNMR
A MEYE 1,4-BTMSB-d, O > 27" F/L(18H, 0
ppm) & EHEL L, U =X ® 2£7(2H, 4.99 ppm),
AZ 1D 8L(1H, 8.45 ppm) > 7 F /L DFE 4y b
MHRE 2R L.

B-4) V aR_RUFERRF 1 OMERREROVERR,
A N AE R E VR EE R B (RMS) DRERR
B-3)TiHl L 7= qNMR Hikhko 55, 'H
gNMR JIEIZ W2y 725807 0.5 mL 2 &Y
&V, 0.5w/v% BHA &4 CH;CN/EtOH (1:1)iRi%
(LLF, BHA A AR L HET)T S0 mL IZEE
L, VaXr10pgmLiEKE Lz, ZDWK2.5
mL % & U, BHA A A FIE T 10mL IZER L,
Ua~r 25 pg/mL FEHERE Lz, 2O 3.0
mL (Z BHA A& 3.0 mL Nz, U=~y
1.25 pg/mL AEHER & L=, LLF, JER 2 751K
ZITv, U a3~y 0.625, 0313, 0.156, 0.078
pg/mL OFEMER ZFHEL L 7=, 0.078~2.5 pg/mL
D 6 E DIEUER % Table 4 D 2:A:0> HPLC (24}
L, & 475 nm (+4 nm), smoothing (£3 scans x 2
EhOr7 v~ 77 LEFfE L, VaXr e AR
VIO —7HifEERDZ. 'HQNMR (2 L V15
SN OMENS Y a X b AX 1O
Effe7e B /VIREZ RN L, JFUR 208 5 xR &
BR(x = EAMRE, yil=t'— 27 mi)xthet
TUERC LT, 7eds, MaxtiesEsioErkilE, iz
% HIZ 3 B(& R n=3)TT\, Mot ERROY
TN DMEZ) (AL T OEE)) SIS TV
JEELREL(RMS) % K 8 7=

B-5) b~ FMaRBGTFDOY) aXUOER
AL 12 mg EREEIZED B (Ws), BHA
EREMREEZMAZ 50 mL ICER L. 20D
433 mL #437E L, BHA &HAHHL T 100 mL
WCERL, EEHANEERE Lz, vk, &2
FAWNERERS O AZ > 1 Ot EX, 'H
qNMR (T L 0 15 53U 7= fae il B C af B9 B 2 4l
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IELTRDZ(AF TR L 1.80 pg/mL,
X 1.68 pg/mL(HEE ffi IE1% D).

b~ MaFERE Wmg 2R L, 7 RS
V7 aAsF Y RIE(1:1)T 25 mL (VMIZERL
72(B-3) il E AR L= b o & fH ).
DR 0.4 mL % IEREIZ & Y , BHA & A B T 20
mLIZER L, AEHKR & L7, #EHK 1.0mL &,
T B NAE HER 4.0 mL Z{RA L(F = 20/0.4x5),
LC EEMHMIZL L=, Table4 DMET, LCE
BRI % HPLC 12 L, & 475 nm(+4 nm),
smoothing (£3 scans x 2[E)D 7 v~ T Ak
oL, VaxXvtxZ o 1or—7 mfE%x K
Wi, LFORICLY, BiRFORZ U TOE
JARFEEDNG Y A OF/MREZRD, EHIT,
BRI - FIRE - S END b~ FakFo )
aRERE%)ERE L.

72720, b~ MAFERLRE A1207 DA, T
TRy ek R & 7o T
ZEAEWRIR Lo T=728, JHEAZZE T L
77, BBEA 100 mL A A7 T 23l RL, 7
Ry 7 aa Y R )% 25 mL
272?05, BHA & A A RHK T 100 mL (V)IZER
L, 2O 1.6mL % & © BHA & A AR T 20
mLIZER L2 E Lz, #EHIR 1.0
mL &, EEHANEMER 4.0 mL ZEES LEF =
20/1.6x5), LC EEMHMIK & L.

-
—

Wg Py 1 433 4
/ML) = — X —— X — X —— x —
Cs(m_mol/mL) = == 156> ¥ T00 *3
Ws, A% > 1EREE(mg); Ps, 'H gNMR (12 L ¥
RDTeAK T HE%); Mg, AFX Y 151 &
(248.285).

Wi D U 2~ (CyoHse) DE VRS
AL

><CS
C(m_mol/mL) = As

AL, VaXrovr—7HE, A, AX1DOYE
— J il Cs, MIKF DAL 1T OFNPRE
(m_mol/mL); RMS, #Hx%}E /VIsREELREL.



B DU 22 (CyoHse) D EH B (%) =
CLxM| xVxFx100

W
CL, BRIEH DV 2~ DE VI FE(m mol/mL);
M, U 451 8(536.888); V, A &= (mL); F,

AR W, b~ hEAFEEIE(mg).

C. BRERUOELE
C-1) b~ ARG OAMAEEL Y a0
R AR BRI E

S AT A EE Vii# o b~ M
DOEMBPELETIE, [RLEREICEY, 7
h /v aa® Y R0 1) 25 mL ZA1Z
THEMNL, ~FH &2 A TEMIZ 100 mL &
T5. £0O 2 mL ZIEMIZED, ~FH a2
Z CIEMEIZ 100 mL & L, MERHIvXmE L5y
HEL, 20 EBERERIRE 75, AfillEikic
XV ROBNESIE TR ZIT 0. BAESME - A
TEVRIE ~F% %, HERE KK 465~475 nm
DOBRKBPF] LHESNTEY, £/, 0O
W SEHE DS 0.3~0.7 DFEIPHIC 72 2 K 9 FAS 2
TR 5. 370 b, fffi 30000 DFELOLE,
5mg BRELL TG 5 &2 DWW KED 0.3,
11.7mg BREUCRLEEN 0.7 &0 H 2 L1 5.
I 6T, FHOEY OB CTRIET 57280
N O N/ = AN S BN 8111
DENE 2R ERBETH 2 ~F D 1/200 L F),
e ZE 5~11.TmgEBML T, 7 b v 71
AF VP RIE 25 mLAZ SE IR S E e < T
By, L Lnb, b~ MaEEFTE L
VSR U RIRICIE D F 0 R AR
L RNE WS END 5.

o EnE, TRBrE L CHROLERIERO
iR OFHR A FTHICHEVT o 72, T OFEE, 7
Y kv Y R 25 mL TIAR L7
XoWCRz2, ~¥V 2T 100 mL IZER LK
HIBHATH BT WD XY IR0, —
We i E 5 5 &R DM W IEERAE T D 2
ENRERENTZ. Lo T, BN EAICHE
JTWa b Tide <, RIEEEA CHid vhL
F Lo THMLTWAEITEEZONT. &£
Bz, Zoix 50 5 R L THOLEZHIE L
elE, MESNDWNELY bERVWVELZRL,
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ZDIXLDE L RESELLLZ END Y, B
IR L CE O, DML THD 2 LAUR
BEN. Tabb, EiEoEEEYIC, Tk
Ny /v moas ARIR TR LT, ~F
U T AN LIS E, REATHT2000
TRNIND ERROPREIZ 72 > T2 A REMEN &
WwWeEzbhiz., ZoFRBRO{BRIY, AR
BRClI2smLoT & by /vy aa~%Y U JRIK
TERLEZE, ~FH T 20 FICHRT D2
Ll L. ZoRRETIE, —HKEZTHIL
BT U220, 268 OB DA (WO FE A
0.4 < BHVY), AMBEE X O T3 2
\Zd o T, WSLEERNEH OB ORI BT,
AEZRUICEMSEL T2 N v
XY ARRITEM I AR5 <, 7 ek s, N
By, Y ana R E U EEORMREIINNRV S D
MWEE LD, ZRHITHFERETHD Z &
5, ATECERATIICEER DD EEZD
niz.

2T, AlENE, WREO TR 0.3 fiTic
5L ERET HZ Ll L) 2~
Eaee LT 1lpug/mLERE). (AL, EEROE TR
L7zEBn, SREEE L THWERBON,
ALR07 ITHEREREm L, Ok 9 BVPRNETH -
7otz D, OB EITERR Y A T IVRIZES
LTEIIZ7u R CcEoEREZHTE L. &
BT, A12071%, TR /v 7T UR
W, 7aafRLAMIbIETT, Ko 5K
DAY axX B ONLBMTHD, ~F
BT 100 mL ICERT D &, mBEIE s
THRE L0, ACTEOEY ITHRIERZFARL
7.

k< M EaFERE O UV/Vis A2 kL% Fig. 2
12, Amax & W, KD BT Affi % Table 5-1
(Z/RT. 260nm T D 7 v — KRN, 7k
/v~ roBHRkTHY, BEOMmK
WU (Amax) 1 470.6~470.9 nm TH-7=. b~
I 8.3 D R HURS IS Rl o B Am B & o TRE
I ~% %, JEKE KR 465~475 nm
DIER I EB Amax) ] (ZTEVY, ZALEIVD Anax
ZBWTaMizRbizEZ A, BRELFE
(A1201, A1205, A1208)D il 22000~27000,
IR B FUBHALLSS, A1206, A1207)0 4 4h 1%



700~2400 Th-7=. BLENHAEE "o K
~ MAFEORSBREITIE, TS O EAAHE"" o0
X300 L4 £, FDOFEREDIS~115% % & L. |
LRl SN TWD . AEER L7c 6 i alehT,
@Al 300 L ETH Y, AfiFRR I X
A1205 & A1206 D 2B G720 T o723, WT
U 95~115% Zili7= LTz,

AT, Table 5-2 (2 G ffi O I E B K & 470 nm (2
BHEL, BMzROIEREZR LD, A C
KRDOI-EAMEFEER UARER LT D,
465~475nm D FRK I Ama) 2 FEE L 72 < T
%, 470nm BEE CHER AMNkd oD &
Ez b=,

Table 6 ICHRE SN TWND U 220D Aoy, W
St sk, WEREBEZ R L0, U XU 3filE
WEIEN B2 D E ORI S TEZR Y, 51T
Cis TRD Apax VX all-trans IRIZ L A_RER R~ 7 b
L, WL /NS bR ALND. £
7=, U aXr OWSEEREE )T, HIEREE L O
MEIC X - THZR 20 all-trans 1K T 3000~
3500 LHEE S NS, 2T, U arolokig
HE" \omsy VHIE L, 8AEE D b~ M
FOOMMRIEEICHELD E L, Varoli
RS 3000, FREUENS 2 mg LIET D &, W
WBHROTvE Ny /w7 a~xy 980 DO
BEE 1200 LLFICT570121E, 7k h /S
I AFY ARMRA 2 1) 10 mLIZIENL,
DFEA~FH T 200 FEAR L7220 &R
03 ZHix7eWitH E72d. 7SV IR
Y RIE 10 mL THRVVAA TOERITD &
DI-ORETHDZ L, ~FH o TOEGEERD
HIROBICAELT DL HDHZ LD,
B-3) TR L72K 915,200mL A X7 T A 2|k
BLEREY) 2> 2mg) %, 7k
7 a~F Y R 2 1) 10 mL THRVAA TR
i U7=1%, S HIZ~FH 2 THEVEA A T 200 mL
WCERL, ZOWH%ZE 10 fEHIR L CThike 45
&l

I a N BREE A RO QNMR HiE
90.60% T Al I L 724 1T U 22~ 0 W 4R 5K
(Bl msy VERDTZE Z D, hpae IE 471 nm,
W EARERIE 336931 (A n=3, 4 2 FIHIE, AV
+SD) & 72 o 7= (Table 7-1). 7=, HIEHE 470
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nm TR O 7= AREIL, 335931 (FH% n=3,
% 2 [ E, AVESD)E 72 - 7= (Table 7-2). 4 [H]
FEH U 72 AR EL B o =3369 &, JECFA
TEHRAINTWD 3450 OfEin s, ®E RO
a G B(%)E RO TR R % Table 5-1 127K
L7, Wik TEOEREITE LD 2~
80% Td - 7-. 7233, Table 5-2 IZIXHE W E 470
nm TR 72 AR IO FERE B o
=3359 M HRDIZHEF OV a X EH E(%)
DFER B R LTED, hnax (TR T DFHEFER &1
ENEEDDLT, 2~80%TH 7=,

JECFA [ZFB W T U X2 ® Chemical names (Z
1%, all-trans-lycopene & E L TE Y, all-trans
& total lycopene D& EZHE L TWVW5D O —7,
K[E 21 CFR 73.585 O E&{EIZIE, [Qualitative
Analysis of Lycopene, Its Isomers * + + | & Gl
Ny Y, BMEREZX L TERET S EEDbR
5. ALFEEE KDY aX0% all-trans 1K >
70%, 5-cis RQO%LAPYDIK TH L7 TH
HEBZONDN, BOAETHEHIEO 5T
WHHLDIEREKD b~ FHEKED b~ FAED
HTHDHZ END, BIEOBARZ L 5 EEHE
THERMER W EE 2 BT,

C2) Y aRyRRRE 1 OMEREH

FH6HE VAR S (RMS) 3 72 130RE sob ik 2 4%
¥ (RRF) (ZFH T 2 &= NI O 544
& LT, 2, i, MERLE, LE, AF
Lod vy, HERHS & WERROReME, faiE, AR
W RN, 2, REZOLDIZE TN
T, LC THRHEM M OHERSR L SBET 2, 72
EMBF T NG, RAE I~V IREmMET 1k
BEMTHY, ERAEREDNDTZD, 1FEA
EDOETRIA~OERITRD G TRV,
TITAF I RERMEOEFE AT 5L
(MYt LTASERASR TS, 209 b,
AB L TITMERRTH D V) 3~ OYER R
PEIZEERL L TRY, AR ORFICIZERSET S
{bEMThHol-T2%, ZH%a RMS ICXHEE
FANEEYELE L CHWDZ e L

RMS F 721X RRF ZHET 5720121, W)
BORHERBENENTHOILEND D, BIE
CTHIEEREFN OREYESL AFAET D72 D, WWE D



AR DR T LC Mt Ef 2 Elc L, £ 0
X 725 RMS £ 721X RRF # KD 5 Z L )N A RE
ThHHN, BHEBTIIRAZ I, Vavity
HEBE A DR HE TR E SN TV, &6
IV aNIERICARLETH D28, FHEH
DA ORER TR ESND. 20
726, WWEZRA LA L, "HqQNMR
WLV IRBEP OS2 ENVIREZE HITK
W, FORIBEEKZMANLT LCITfL, M
F MR EMREER LT RMS ZIRET 5 F
g% & o7, 7ok, IRAWRIC BHARR{LES 1EA)
NI 252 & T, QNMR iEHE L O LC E&
AT D U X OEREIIHI24 WL ETH
>77.

I Y =22, 2AF 1, BHA, 1,4-BTMSB-d,
("H QNMR JH ELHEM B ) & CoDe | Z¥AME L, Table 3
DEMFT gNMR ZJIE L7z, Va2 fif
(4.99 ppm, 2H,t,J=6.9 Hz), A ¥ > 1D 8{(8.45
ppm, 1H, d, J = 8.1 Hz)2 ML > 77 F /L & D43
Blifixl-o@E8Ey 7 & Li-(Fig. 3). £7-,
FTEBRIZBWT, 'H gNMR #]E (2 600 MHz
NMR (UltraCOOL probe)a FHWNTW 7223, v 7
FA R T S L Fig 4 ICRT@EY,
1,4-BTMSB-d,;, U 322 23 7 F VI8
VA3, 800 MHzZNMR TliX, AX 1D L7
FTIOEMICAM D BE ST, 5 FEOH
FHERE n=3)T, AL IOMEITIZEAE

AL U ot=78, U a~X  OfiEEIIRED o
v b, BRE S RBEEIC XV HE R 5 72090~

94%)(Table 8). A& LII=EEEICBWVTH
HETH DD, FEEAMESL LTHNWTS
MR EEr S, Rz ZE LW TAY
VIOHEZRDIZHEIE, 93.17 £ 031%, R
WA TF DA T 94.39+0.63% & 720, AZEER
BT HRER L T OMEICITEHED
93.17% % A\ 7. —J7, U 3~ 3-80C THRE
LTWa2, =iRIZ U TRET 2 EICB e
BN, MENMETT2EE200, U
TR, HEE L7z(n =3 SEE)E
SHE LT 52 L.

C-3) FEx TNV BRI (RMS) D H H
Response factor (RF, EEEARE, ISERE) &
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X, D ORE L ZOWE T DRSO
ELEOMOE LTERSIND. Zua~v T
T A EICIEBRHEENLDOINENE—27 L LT
FRENDHDT, FOV—7 ZERITHHE
DOE OB (HFE) TH D,

RF =Y — 7 s / 2

TERIND. RIZ, ZNEROWEIZHONT
AR INAERFEZHEALT, 220WEA & B)
fll @ relative response factor (RRF, FHX LR
B) R D.

RRF = RF(A) / RF(B)

ZZT, BEA mol DHALTHERLIZE DN
relative molar sensitivity (RMS, FH%}E /L JEJE %
H)TH Y, RMS=RRFx/1-&E(A)/ 4 1 &#E(B) &
BEIND. RMSIE, L FoX A H L CTBEA
TS (mol) DT B DIFE T T, i A @
RADOREmo)ZFHE T LI HT 5 2
EMNTES.

TEFEA(mol)=t"— 7 A/ B — 71
% B/ RMS x££ B (mol)

ST OREAES S AN FIREE, &l o Lo
TN EDBEAIE, RMS 2 W= EENALT
5.

gNMR A FA8E U 7= 30 & AR L CERR L
72U 2L 0.078~2.5 pg/mL D 6 (G
225 LVI~LVO)DIEHENK %, Table 4 DFAFT
HPLC I E X 1T o7, A& 1IXREER 4.7
7, U as T 132 picElEgEsh, LCZ e~
NTZAETD 2 O BHIRIFCH- T
(Fig. 5). MRV RIL, U 3223 473 nm,
AL I AT6 nm HEIZ 7 1 — RN A 7R L
Tele, KRBT MK ES 475 nm &
L.

TNENOE—r 2T HIlhih, /n
~ b7 LOHIHIEG75 £ O nm), AL—T
75 I L DB LIz, LC ORIES
1% Table 4 & [A] UGt % W, BEYERR (RS No :



std4, Table 8 ZH)DT — X 22O\ T, HiHMEE
AL—V T HEZT, VaXy / AZ 10
[AIFE L 2 B L 7= (Fig. 6).  BAn B, A8 n=3
FIoOZENENOEMBE,EEZ ey L7ZHOD
ThoH(I=ZL, HMEFEOY aXxx 1
O BN R 50T, HELITED D). 20
FER, EEEEERLV3~6) T E A HE <
AL—T U TN BITNE L, — T, KR
JEREMERR(LVI~2)TlX, ERMEESA LH—
VI KDHEBIEDIES DI NKEL 2D T
EDHER I N

Wz, 7a~ 77 AOEZ R 475 nm
(4 nm), smoothing (£3 scans x 2[F)& L, U =
R RAZ IOV HiEEZRD, ZNEh
Mok E R (x Bh=TF VIR, y #ii=t— 7 mifH)
FAERR L7, MEMOVERRIZH 24 2 TEF 3 |
(FH8Y No : std3~std5, &M n=3)1T > 7. #axl
AR DAERC W 7oA R IR SN, BT
'H QNMR (2 & 0 K& 7= FH 8 LA 4 O Wi E
WCEDHIEL, Va2 &2 0 | OFEHRE
JVIEE(m_mol/mL) & W 7. MEfE, FRA%
WY B E e, FHEICHERT SRR A
LVO~LV6, LV0O~LV5 (blank =LV0)?D 4 /< # —
> CYER L(Fig. 7), RMS %K 7-(Table 9). &
#Z L L CHE 475 nm (£0.6 nm) A L — L T
Loz~ 77500 RBKRICHAELZIEE
~LTz.

BHE RMS VY a2~ Dt &R o
B, TIENIERZEY%(=(E Rl -0 TAE), /57 R fE
x100)Z KD, FEHIZ Y T~ AR, s
7% % 7 1 v b L= (Fig. 8). = DOf5%E, RMS
DHBEIZHWET =2 NEL 50 TWNWH 728
7>, RMS K ONifsef i Efi > © B S 72 5% 2%
ICR&E 737, £, BE LV6 TH LVS
FTOMHABRER THLIFEALF L TH- 2.
FRAEDY 10%LA N OO FE % iR & EARPED & 5
& 72 L, RMS RO &R O FHEH & Lz &
&, Z O ARERIL LV3~LVS5 £ 721X LV4
~LV6 23 Y & B x bz,

RAEHIZ, I E 475 nm(4 nm), smoothing (£3
scansx2 [ENO 7 v~ 7T AEFES L, LVO~
LV5 £ COJFURZ D EAADEE 206, HHRE
JVIR R % RMS = 9.857 [mol/mol] &iE L,
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Z OWEAFMIL LV3~LV5, T7bb U a~y
D B EE 031 ~ 1.2 pug/mL(0.57x10° ~
2.3x10° mmol/mL), A % > 1 #akF S 0.57 ~ 2.3
ng/mL(2.3x10° ~ 9.3x10° mmol/mL) & L 7=.
728, % 412K 475 nm(+4 nm), smoothing
(£3scansx2[F\D 7 v~ N 7T KEFES L TR
7z RMS = 9.857 12, 475nm(+£0.6 nm), A L—
DU R L TR LA TERE L
BB DERESD T T 7 Rk Liens, (KIBE CIX
EooXNKRENSOO, JHEHEEM (LV3
~LV5) TIXIT L A ERBR N Z LR SN,
RAZFENT Y 7 Mk B 7 v~ b7 T HALEIZ
EWRHoTE LTHREIREETITRNE
Zzonb.

C-4) b~ MEREREFDOY aXVDER

WEA DOV aXot, EFEIZIZ7 e
RAVADHE L TWDN, NRRBREE LTH
BEBERAT L 2ER- X, FERETHD
7 v v v SO RIT R 2. £ 2T,
b~ MaFoAMPlEEZ bW T ' M/
v undFYUORBLDTERGESTH 2 &L L
o, T72bb, IL7) OREHEICE LZ@Y, b
~ MMaERLETE N vt R
#(1:1)T 25 mL (VIZER L (EARRE A I 7R
L72bDEEH), 20K 0.4mL % IEMEIZED,
BHA &AM BRIE CT20mLICER L, REHE & L
7. ZOREHE 1.0mL & 2% TOEEHNE
He 4.0 mL ZIRA L LC EEAMRKE L, LC
M7 L 7=(Fig. 9, Fig.10). Table4 D&M T, LC
EsMAMIEZ HPLCIZf L& 2 A, 33EY =
A2 LR ORFRRE LY UV/Vis A7 kv
EHLOE—7 NEIRIN, £, WERM O
FHNIZIZY a XSO BN T2 B — 27 137
WZ e SN,

JaXy 22X 1O — 7 HiEZRD, C-3)
T AR VIR ERB(RMS = 9.857), K OVR
MUTeAZ o 1 OMERFREZ VW T, ®AEFo
U aXU G &% A L7 (Table 10). ByRHE
Tl 69~81%, IR T 2~T%7C>7z. U=
AL D R ERR(Y = 2.1190E+10 * X, LVO~
LVS5, JFaE)hbRbi-aaEL i L &
A, IRIFFEOMENE G, RMS & i &



BROERIEDOFEFEY%(=(RMS & &l — B E
BE),/ W B Bl X 100)1X 4% RN TH D =
EDMER I N,

LD Z &6, RMS ZFIH L7z HPLC (2 &
5V a0 EEENMNEEICRD DS 5D
Fritl LTHRET D LIl Cx DR & o
7.

D. &

BUE, B AEE L, BEFEEmny Ik
<~ haFE] OEREEE L TAMBIEENET S
NTW5DD, HPLCEZAHZEAL TV IZHh Tz
n, TOERSTHDY a0 0EEAEYEL,
LEL LWHIEZRE L. koo b
~ MaFHBOAME Y 2 X ORISR E
HEL, fEdho) avEgaas kb,

EAMMPEETIE, BlEaFRES K ORHY % 5
B ICllET 5728, %k § 2HPLCIZ XL 5
FOEERSOTEMEY KX RDITTTH
L0, Al E LCHEMA L h~ MR
T, BHEO/NSWVRIKRE TOR, HTE
DOEBMMNEHEINZ7Z0T, SE&a8E00
KELE T, 1 ZFEALCRIUEZ R L.

W, AZUIKRT 5 Y a2 ORMS% i
AEL, RMSIZ X2 ik & Mo EfiE Tl a2
vEEREL, FONTEEA R L. EORR,
RMS{EIZ £ 2 E & fE & xR BB L 58
BEITIFFEFELWVEREONTZZ 006, Affi
HIEHEICR DD EREEE LTRMSICL 5 ik
A THDH EEZ LN
BAE, Va2 Z U IOSIs L—% T L7
Y IIHAR STV, A X UTITZh T%&
ERMETH DD, 'HNMRZ ST 5 Z &
IZE-T, EEAEMEL L L THEFRETH D
EEZLND. —F, UV a Xl s L
TAFARETH L0, LEMME S FEF I M
THY, Wb B LV MENMETT 572
D, MEREA O E & AEEL T2 2 &%
SBOLAARETHLEZZONS. LB T,
Ltk BT A X 1D EBRAEEL PG S
AU, RMSIZ L2 HIEN b~ MAFEOERIEIC
BHTE, B CARLERY 2250 TE
T P A Y S oD B HE oD T TR BE SN o iE B
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B OGS TN E N & 2 D

=R L, A, WS D DA & DR
OB EZHEICAND &, F~ MaEOR
FkAr & L Call-trans- U a2 D & % H € X5
ET DD, cis-) AU B AR L CHIES S
E LTI ZRIET D5 Oh, FERRFHEZIT
WERE L TG T 2 L EDR D 5.

B E IR

55 8 I & dn SNy
(2007).
BEAFI 4 IS B U 2 g, |
AR 7 22(1999).
http://www.ecfr.gov/cgi-bin/text-idx?SID=873
a0cbdfb349e30b8bfc587638219af&me=true&
node=se21.1.73 _1585&rgn=div8
http://www.accessdata.fda.gov/scripts/fdcc/?se
t=GRASNotices&sort=GRN_No&order=DES
C&startrow=1&type=basic&search=lycopene
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5) http://eur-lex.europa.eu/legal-content/EN/TXT
/PDF/?uri=0J:L:2012:083:FULL&from=EN
6) http://www.fao.org/fileadmin/user_upload/ject
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Table 1 b~ k(385308

B s (X8
Al1155 W= a al— NROKMED B 5 s A7 L
A1201 B R RLER L
A1205 Y R0OH kK 20.125
A1206 W= a al— NMROKEDO B 2 iR 2.466
A1207 IREEIRAR A7 L
A1208 Y R0H DK A7 L

¥k, WA SIS O EHE S LB THD.

Table 2 Wi ¢ FE I E S

spectrophotom eter V-650 JASCO)

wavelength range
wavelength

data scan

cell

reference so lvent

200 ~ 700 nm, 1 nm interval

m ax imum absorption wavelngth of 465-475 nm
0.1 nm

1-cm quartz cell

n-hexane

Table 3 'H qNMR & 54

NMR

probe
spectralw idth
data points
digitalfifter
flp angle
repetition tim e
sampl spin
probe tem p

scan times

ECA800 OEOL), IH :800MHz)
HCN

-5~15 ppm

80,000 (resolution 0.25 Hz)

on (x13)

90 deg

64s ©T1x5)

off

room temp.

64
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Table 4 LC HIESMH:

W aters LC : A lliance 2695, PDA:2996 photodiode

HPLC array detector

colum n SunFire C18 4.6 x150mm , 5 um, W aters)

co lum n tem p. 40°C

so vent isocratic CH3CNAEtOH (7:3),30m in

flow rate 05mLA in

PDA scan 200-700 nm (resolution 1.2 nm ), detect 475 nm
sam ple tem p. 4°C

inection volum e 10 uL

Table 5-1 b~ MaEHLILD 465~475nm ORI IE 5 M)t 2331 DEAHE" " 1o

i YEV TS (%)

Kok Bifi@imax

A max f23:04 ER ARE HAmyE B
nm] Abs W(mg)  V(mL) F mg—g g10% AVR STDEV
A1155-n1 470.6 0.330690 78.5650 25 200 1000 2105 2087 25
A1155-n2 470.7 0.342348  83.1612 25 200 1000 2058
A1155-n3 470.7 0.328226  78.2514 25 200 1000 2097
A1201-n1 470.9 0.341956  6.3519 25 200 1000 26918 27026 128
A1201-n2 470.9 0.301897  5.5922 25 200 1000 26993
A1201-n3 470.9 0.348213  6.4088 25 200 1000 27167
A1205-n1 470.9 0.493012  10.8550 25 200 1000 22709 22930 253
A1205-n2 470.9 0.404907  8.7242 25 200 1000 23206
A1205-n3 470.9 0.431267  9.4262 25 200 1000 22876
A1206-n1 470.6 0.363574  76.0766 25 200 1000 2390 2380 9
A1206-n2 470.6 0.347376  73.1241 25 200 1000 2375
A1206-n3 470.6 0.358286  75.4481 25 200 1000 2374
A1207-n2 470.9 0.430973  342.62 100 50 1000 629 699 61
A1207-n3 470.9 0.344117  234.16 100 50 1000 735
A1207-n4 470.9 0.350232  238.70 100 50 1000 734
A1207-n5 470.8 0.298468 198.37 100 50 1000 752
A1208-n1 470.9 0.382174  6.9338 25 200 1000 27559 27117 626
A1208-n2 470.9 0.373756  7.0516 25 200 1000 26502
A1208-n3 470.9 0.441900  8.4429 25 200 1000 26170
A1208-n4 470.9 0.337592  6.1065 25 200 1000 27642
A1208-n5 470.9 0.348742  6.3314 25 200 1000 27541
A1208-n6 470.9 0.333958  6.1185 25 200 1000 27291
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CV%
1.19

0.47

1.10

0.36

8.69

2.31

YARDDRS RN DR E L

F-E8HE(%)
JECFA FA@ A max
E'*=3450 E'*=3369

6.10 6.25

5.97 6.11

6.08 6.23

78.02 79.90

78.24 80.12

78.74 80.64

65.82 67.41

67.26 68.88

66.31 67.90

6.93 7.09

6.88 7.05

6.88 7.05

1.82 1.87

213 2.18

213 2.18

2.18 2.23

79.88 81.80

76.82 78.66

75.85 77.68

80.12 82.05

79.83 81.75

79.10 81.01



Table 5-2 F~FMAFEHELE D 470nm (23T D EAM(E"" 1em sy ) EV TG A B (%)

Kk Bifi@470nm

AR OBRHARH SEHE L
T=EHE(%)
A f20:06 TR FRE  HumE B JECFA FR@ A max
Ab p AVR  STDEV ~ CW p
[nm] o W(mg)  V(mL) F mg—g = E'"% K E'"=3450  g'*=3359
A1155-n1 470.0 0.330204  78.5650 25 200 1000 2101 2084 25 1.19 6.09 6.26
A1155-n2 470.0 0.341851 83.1612 25 200 1000 2055 5.96 6.12
A1155-n3 470.0 0.327693 78.2514 25 200 1000 2094 6.07 6.23
A1201-n1 470.0 0341033 6.3519 25 200 1000 26845 26956 128 0.47 77.81 79.92
A1201-n2 470.0 0.301158  5.5922 25 200 1000 26927 78.05 80.16
A1201-n3 470.0 0.347303  6.4088 25 200 1000 27096 78.54 80.67
A1205-n1 470.0 0491724  10.8550 25 200 1000 22650 22870 253 1.11 65.65 67.43
A1205-n2 470.0 0403875  8.7242 25 200 1000 23147 67.09 68.91
A1205-n3 470.0 0430094  9.4262 25 200 1000 22814 66.13 67.92
A1206-n1 470.0 0.363178  76.0766 25 200 1000 2387 2377 9 0.37 6.92 7.1
A1206-n2 470.0 0.346966  73.1241 25 200 1000 2372 6.88 7.06
A1206-n3 470.0 0.357832  75.4481 25 200 1000 2371 6.87 7.06
A1207-n2 470.0 0429888  342.62 100 50 1000 627 697 61 8.70 1.82 1.87
A1207-n3 470.0 0.343246  234.16 100 50 1000 733 2.12 2.18
A1207-n4 470.0 0.349445  238.70 100 50 1000 732 2.12 2.18
A1207-n5 470.0 0.297807  198.37 100 50 1000 751 2.18 2.23
A1208-n1 470.0 0.381051  6.9338 25 200 1000 27478 27040 630 2.33 79.65 81.80
A1208-n2 470.0 0.372570  7.0516 25 200 1000 26417 76.57 78.65
A1208-n3 470.0 0440462 84429 25 200 1000 26085 75.61 77.66
A1208-n4 470.0 0.336694  6.1065 25 200 1000 27568 79.91 82.07
A1208-n5 470.0 0.347823  6.3314 25 200 1000 27468 79.62 81.77
A1208-n6 470.0 0.333111  6.1185 25 200 1000 27222 78.90 81.04
N 3 N s 1% £ A
Table 6 U=~ ORI & EWCARE(E ) D5
lycopene isomer  A,, (hm) solvent £ E'® reference
alktrans 470 hexane/GH,C |,(98:2) 1.87E+05 3483
5-cis 470 hexane/GH,C |,(98:2) 1.84E+05 3427 HeleticaChimicaActa,
T-cis 469 hexane/C H,C |, (98:2) 154E+05 2868  75(6), 1848-1865 (1992)
15-—cis 468 hexane/GH,C |, (98:2) 1.10E+05 2049
alk-trans 471 hexane 1.82E+05 3390 J.Agric. Food Chem .,
alk-trans 470 hexane/CHC 13 (98:2) 1.87E+05 3483 62(1), 264-269 (2014)
alktrans 471 hexane 1.82E+05 3390
. Food Chem ., 171, 323-329
9-cis 465 hexane 1.64E+05 3055
(2015)
13-¢cis 464 hexane 1.37E+05 2552
J.AOAC Ihternational
alk-trans 471 hexane 3450 .
93(2), 499-509 (2010)
alktrans 472 petroleum ether 3450 The Merck index. 13th ed.
15,15'~cis 470 petroleum ether 1660  (2001)
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Table 7-1 465~475 nm ORI F Amax) (ZF3T DY A DU SARELE 1o,
5o ) ETIE

Yedede VIS DARIE D A~ L@ Ay o

A max Ab e RIEME s IR HACHRE WOLERE

10,
o ®  Wumg) P(%) Vm) F  mgeg g% AR STDEV. OV
lycopene-n1 470.9 0.284164 1.8688 90.60 200 10 1000 3357 3369 31 0.93
lycopene-n1 471.0 0.427926 1.8688 90.60 200 6.67 1000 3370
lycopene-n2 470.9 0.312187 2.0169 90.60 200 10 1000 3417
lycopene-n2 470.9 0.465071 2.0169 90.60 200 6.67 1000 3393
lycopene-n3 470.8 0.319455 2.1070 90.60 200 10 1000 3347
lycopene-n3 470.9 0.477003 2.1070 90.60 200 6.67 1000 3332

Table 7-2 470 nm (23313 2V~ D IAREL(E " 1) FETIE

Yetede U ABIARHE ™ ~%H@470nm

A e RIEME s ZIRE WATHRE WOLEREK o
ol A Wmg) P Vm) F  mgmg g% AR STDEV. OV
lycopene-n1 470.0 0.283380 1.8688 90.60 200 10 1000 3347 3359 31 0.92
lycopene-n1 470.0 0.426564 1.8688 90.60 200 6.67 1000 3359
lycopene-n2 470.0 0.311288 2.0169 90.60 200 10 1000 3407
lycopene-n2 470.0 0.463590 2.0169 90.60 200 6.67 1000 3383
lycopene-n3 470.0 0.318614 2.1070 90.60 200 10 1000 3338
lycopene-n3 470.0 0.475590 2.1070 90.60 200 6.67 1000 3322

Table 8 V=~ A% 10D 'H QNMR i H “”f*%

H % 18 2 1
Int. start [ppm] 0.100 5. 092 8. 539 8.539
Int. end [ppm] -0. 100 4. 880 8.351 (RAlipkRAL) 8.351 (RHlipiA#r)
No. Lot. 1, 4-BTMSB-d, Lycopene 2 {if. Sudan T 9fif Sudan T 9 i
(%) AV (%) SD (%) AV (%) SD (%) AV (%) SD (%)
Stdl  SAN4711 99. 33 1. 42 92.98 0.07 94. 28 0.07
Std2  SAN4711 90. 74 0.86 93.13 0.70 94.71 0.39
Std3  SAN4711 99.9 94. 27 0.58 93. 56 0.06 94.75 0.23
Std4  LKP4227 90. 60 0. 84 93.39 0. 40 94. 88 0.07
Std5  SAN4711 93. 28 1.73 92. 80 0.57 93.34 0. 66
AV (%) 93.17 94. 39
SD (%) 0. 306 0. 630
cv (%) 0.33 0.67
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Table 9 #xf MR EAROBX, FxF T/ VBRI (R S Am T mSen,
T HIREFPIHE LVO~LV6,/ LV0~LV5)

FHEAE

lycopene sudan-| RMS
0% M SL08 fH X Y r2 i = o r2 [mol/mol]
std3  JFAUET 2.104E+10 0 0.9978 2.193E+09 0 0.9998 9.594
A 2.092E+10 368.69  0.9962 2.198E+09 -60.70  0.9997 9.520
stdd  JESaET 2.118E+10 0 0.9999 2.158E+09 0 1.0000 9.813
8Da_Mn, RN 2.123E+10 -144.44  0.9999 2.158E+09  -2.76  0.9999 9.835
LVO~LV6 stds  JlsuE 2.141E+10 0 0.9991 2.142E+09 0 0.9999 9.995
AN 2.144E+10 -119.22 0.9984 2.147E+09 -66.90 0.9999 9.987
std3-5 JESaEd 2.121E+10 0 0.9988 2.164E+09 0 0.9998 9.799
PRYANA 2.120E+10  35.23  0.9980 2.168E+09 -43.35 0.9997 9.778
std3  JFlAuET 2.128E+10 0 0.9985 2.177E+09 0 0.9998 9.773
A 2.119E+10 14578 0.9972 2.181E+09 -21.34 0.9997 9.717
stdd  JFUSGET 2.096E+10 0 0.9998 2.158E+09 0 1.0000 9.716
8Da_Mn, WERWN 2.096E+10  -2.91 0.9997 2.157E+09 0.74  0.9999 9.717
LVO~LV5 stds  Jlai@ 2.130E+10 0 0.9990 2.115E+09 0 0.9999 10.073
A 2.136E+10 -88.65 0.9982 2113E+09  13.38  0.9999 10.109
std3-5  J5iNaE T 2.119E+10 0 0.9990 2.150E+09 0 0.9998 9.857
PERYANA 2.118E+10  11.67  0.9982 2.150E+09  -2.07  0.9995 9.852
std3  JRlAUET 2.667E+09 0 0.9975 2.784E+08 0 0.9997 9.581
A 2.655E+09  39.09 0.9958 2.787E+08 -4.28 0.9994 9.526
stdd  JFNGET 2.655E+09 0 0.9999 2.736E+08 0 0.9999 9.701
1.2Da_No, WERWN 2.655E+09  -0.54 0.9998 2.739E+08 -2.69 0.9999 9.694
LVO~LV6 std5  JFUSaET 2.683E+09 0 0.9991 2.674E+08 0 0.9999 10.036
JA N 2.689E+09 -16.82 0.9985 2.673E+08 1.52  0.9999 10.060
std3-5  Jlsiim g 2.669E+09 0 0.9988 2.731E+08 0 0.9996 9.772
PERYAN 2.667E+09 6.66  0.9979 2.732E+08  -1.74  0.9993 9.759
std3  JFSaET 2.699E+09 0 0.9981 2.765E+08 0 0.9997 9.761
JA 2.694E+09 7.05 0.9965 2.763E+08 1.04  0.9994 9.751
stdd  JiAuET 2.654E+09 0 0.9996 2.737E+08 0 0.9999 9.694
1.2Da_No, RN 2.654E+09 0.18  0.9993 2.743E+08  -3.42 0.9998 9.675
LVO~LV5 std5  JFSGET 2.679E+09 0 0.9993 2.676E+08 0 0.9999 10.013
JA 2.692E+09 -20.76  0.9987 2.674E+08 1.14  0.9998 10.068
std3-5  Jl sl 2.678E+09 0 0.9989 2.726E+08 0 0.9996 9.826
PERYANA 2.682E+09  -5.26  0.9980 2.726E+08  -0.37  0.9993 9.836

8Da Mn = 475 nm(=4 nm), smoothing (=3 scans X 2 [A])
1.2Da_No = 475nm(=%0.6 nm), no smoothing

Table 10 RMS (= 9.857) %, BILOW a2 et EAR(Y = 2.1190E+10 * X)iEI2 kb
ROTZI~wMAREL POV EH (%)

RMS §td3~5, LVO~LV5, [R@EY) = 9.857

A1155-n1
A1155-n2-2
A1155-n3

A1201-n1
A1201-n2
A1201-n3

A1205-n1
A1205-n2
A1205-n3

A1206-n1
A1206-n2
A1206-n3

A1207-n11
A1207-n12
A1207-n13

A1208-n1
A1208-n2
A1208-n3
A1208-n4
A1208-n5
A1208-n6

lycopene
area
A
31634
30427
33008

33488
28473
32149

43902
38281
42404

30136
30524
32610

18842
29448
26705

30052
36374
41766
31327
34225
31158

sudan |
area
As
11565
11535
11416

11459
11579
11758,

11740
11489
11337

1771
11592
11581

11685
11544
11633,

12094
11740
11687
11616
11440
11431

RERE
W(mg)

78.5650
83.1612
78.2514

6.3519
5.5922
6.4088

10.8550
8.7242
9.4262

76.0766
73.1241
75.4481

161.99
262.52
230.76

6.9338
7.0516
8.4429
6.1065
6.3314
6.1185

EEE BRE L.
v LT mawE
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
100 62.5 100
100 62.5 100
100 62.5 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100
25 250 100

BAERO
sudan |
Cs (m_mol/mL)
5.40.E-06
5.40.E-06
5.40.E-06

5.40.E-06
5.40.E-06
5.40.E-06

5.40.E-06
5.40.E-06
5.40.E-06

5.40.E-06
5.40.E-06
5.40.E-06

5.40.E-06
5.40.E-06
5.40.E-06

5.40.E-06
5.40.E-06
5.40.E-06
5.40.E-06
5.40.E-06
5.40.E-06

BBRD
lycopene
Ci (m_mol/mL)
1.500.E-06
1.446.E-06
1.585.E-06

1.602.E-06
1.348.E-06
1.499.E-06

2.050.E-06
1.827.E-06
2.050.E-06

1.404.E-06
1.444.E-06
1.544.E-06

8.841.E-07
1.399.E-06
1.258.E-06

1.362.E-06
1.699.E-06
1.959.E-06
1.478.E-06
1.640.E-06
1.494.E-06
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EHE
(%)

6.40

5.83
6.80

84.64
80.90
78.49

63.37
70.26
72.99

6.19
6.62
6.87

1.83
1.79
1.83

65.93
80.83
77.86
81.24
86.93
81.95

AR
STDEV
CV%

AVR
STDEV
CV%

AR
STDEV
CV%

AR
STDEV
CV%

AVR
STDEV
CV%

AR
STDEV
CV%

VIR ABHRER  €B~5, LVO~LV5, FAET)  spao
P L240

lycopene;ft BHE E%N)S)Z

(m_molmt) (%) =
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Fig. 1

all-trans-lycopene
Chemical Formula: C,yHsxg
Exact Mass: 536.438
Molecular Weight: 536.888
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Chemical Formula: C4gH;,N,0O

Exact Mass: 248.095
Molecular Weight: 248.285
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% (CatNo.063-05895) %, FOGHIZE T3 (BR)
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Prot EIZ1X, Aspergillus J&D a-7 X7 —E & L
T, A. oryzae (214), A. niger, A. shirousami ¥
KOV A. awamori 2 1) DF 4 K 6 X N0
HNBERINTEY, A foetidus IR o-7 I 7
—BIIBESN TR 7o, FitENH A
FTE D A foetidus FIERR D o-7 I 7 —ElIn
FEREL, ZhoT 2/ BESZBMLZT
— 2 N—2ZFNH U7, R o AR
WE—HTHO0BERLT-ND.

[ B 2] 4 niger 2K 07 I 7 — &
[AMYA_ASPNG]23t v b L, ®SISATE T2 5
JFIEH & —F L7z, —F T, [AMYA ASPNG]|D
&) 53kDa TdH D DIk L, SDS-PAGE T
B E N7y FOHEE S 1 &1 68kDa &
15kDa 53 D2 F NGRS L7z, 2 O 15kDa D 7
FLN[AMYA ASPNG]OHEEHEAIZ L Db D &
BN T, BN 2 IZK L THIT Y =
UIALALEEE B L, Z 4% SDS-PAGEIZf} L 7=,
B ST FOBENEL, FESEA 2 ki L
TWRWEE 2 OBENE L IZIEE DL R) o T

(Fig. 2). Bl 2 1oV Tix, M LA
No o-7 X7 —BBEBETERET D E L BT,
BIED EWTH D55 TAEMFFILICHE S
ERORERMRE L HOETERTILEND
5.

[ 3B 3~5] 4. oryzae B 3K o-7 27—
[AMYA1 ASPOR]Z t v kL, HALIZAHHT 5
EFERE L. F7z, 3k 3~5 D SDS-
PAGE THill S7= 30 FOHEE Sy T B 49kDa
1%, [AMYAl ASPOR]D 7 F/L_TF K&
Wiz & (52kDa) & LK< —H L7

[ 6] 4. awamori A7 V27 I 7 —F
[AMYG ASPAW]E L V4. niger H3E 7 V27
7 —EB[AMYG_ASPNG|A[RNAAL T » b L7z,
W& N7 ET X BESIOMEEMEIX 100% T,
L EOKVIAZIIARA[RETH o 72, £ Dfh

Swiss-
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A. oryzae ¥ o-7 X 7 —E[AMYA1 _ASPOR]M
by ML, BRI 2R 4. niger 3
X WA oryzae & —E L7-=. SDS-PAGE T &
NTeN ROHEE Sy 1 & T1kDa & 49kDa 73, %
NZI [AMYG_ASPNG] ([AMYG_ASPAW] & T¢)
E[AMYA1 ASPOR]D Y 7 F /L_TF R Z& R
T REEILS—ELE RE61, T
RV a—=brre&oyfibdsd a7 I7—8
L THDHN, a-7 2T —BIc LV AR LK
ST OFESE TV a— ABEANE THRT D Z
EEHMIZ, Zrvar T —ERRnEnii
ML ThD LRI,

[ 7] B. amyloliquefaciens HK a-7 X 7 —
B[AMY-BACAM]23 E » b L, BIEIZAHT 5
FIFIEH & —E L7z, %72 SDS-PAGE THilH &
NNy ROHEE S & 51kDa X, [AMY-
BACAM|D ¥ 7 F V_RTF REBRW- 45 &

(54kDa) & L < —EHL7-.

[#BE 8] B. licheniformis HK o-7 X 7 —1F
[AMY BACLI]Z2SE » kL, ®EICAHT 55
JF I & —3 L7z, £7- SDS-PAGE THitl &h
7232 ROHETE Sy - 49kDa X, [AMY_BACLI]
DY T FNARTF REBR T4y F & (55kDa) &
F<—%L7.

[BEF 9 IB3L W 10] B. amyloliquefaciens H ¥ a-
7 X 7 —FE[AMY BACAM|E » kL, #iHiC
a9 5 FERIE 8 B. subtilis & —E L7pho7-.
72 72 L , [Bergey’s Manual of Systematic
Bacteriology | (Z X % &, B.subtilis & 735 ST
We—EDOBERRIL, B. amyloliquefaciens \Z 857
Nz eEnmEINTEY, $hbbA—
B =BT, ®EOIKFIER B. subtilis ¥ B.
amyloliquefaciens \ZF T AL TR W ATREMED
&% . Swiss-Prot FIZBER S TWD B. subtilis
B3k a-7 2 7 —E[AMY BACSU]D %y 1 &2
72kDa CT& % DIZxf L, B. amyloliquefaciens Hi >k
a-7 2 7 —FE[AMY_BACAM]D %5 - #Id 58kDa
Thotz. k9 BV 10 ® SDS-PAGE THy
My FoH#ESF=IL 51KDa T,
[AMY-BACAM|D ¥ 7" F VX TF R &R =57
& (54kDa) & K< —# L7z, ZofERIE, &
b D FEFUEMPEH SN TN & & 3k
THRERTHH .

-
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C2. I nayrIsi—+¥

[FE 11 BELO12) 4. awamori BT V2T
2 7 —F[AMYG_ASPAW]E L V4. niger 3K 7
a7 27 —E[AMYG ASPNG]A[ENENL T &
v MLz, ME o RX7EOT X7 BRI OFEF]
PEIE 100% T, ZHLL EDOKY IAFITIAFIHET
& - 7. SDS-PAGE THit S L7258k 11 O~ A
F—= R REBXOGRE 12 DA A X ROHE
E 4y - & 69%Da X , [AMYG ASPNG]
([AMYG_ASPAW] & Te) O 7 F T F R
R\ & 65kDa & k< —E L7-. SDS-
PAGE THH =& E 11 OHED =
112kDa O 3> RIZHLERZN 72105

[R5 13~18] B 13 B L 14 1T R. oryzae
%, wBl 15~18 1% Rhizopus J& % FEJR &+ 58
ihCd 5. Mascotsearch DOFfE 1%, #EF 13~18
T R oryzae H K 7 Vv a7 I 7 — &
[AMYG RHIOR]Z b v b L, ®SITATH T2 K
iR & —F L=, £/, Rk 13~18 D SDS-
PAGE THill S7=/30 FOHEE S T8 66kDa
1%, [AMYG_RHIOR]D ¥ 7' F L7 F R &R
7257 ¥ & (62kDa) & & < —% L 7=. Mascot search
DFERIB L SDS-PAGE D/ KR Z— 1),
Ak 15~18 HEE 11 BLWO 12 LRUL R
oryzae T R L T O TH L LHELE ST,

D. #& 7

BEGFIRINES 2 5 B 18 - 2 51T L C,
NS AER LIEZNTF RO RAZRT [ L
% Mascot search {21 L, Jf)E S 412 KR & B4,
P A e Uz, 2 ofE R, 18 fihrh 17 8
i C Mascot search D5 R &, BT 3 5 5
FHERN—F L=, —FH Lo 80T, |
KT DEFEDZ N TERT —FX—R I
BkSNTWRWIZ ENFRT, BT
—H L., T R—=ZADOFEEICTLY, KF
EIIRSRERRENAIRETHDLHZ L E2RL
7.

E. 2% 3k
K oA AERASHE R — L= (i
Zed)  (https://www.amano-
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enzyme.co.jp/jp/enzyme/dictionary.php)
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a-amylase glucoamylase
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Fig. 1 SDS-PAGE of a-amylase and glucoamylase.
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100 » —
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37 > R

25 »
20 »

Fig. 2 SDS-PAGE of product 2 treated with deglycosylation.
—, product 2 without deglycosylation ; 4+, product 2 treated with deglycosylation.
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Table 1 Results of Mascot search for o-amylase

Provided information

Results of Mascot search

Sample Mass of major Trypsine rLys-C
No Organism protein (kDa) Ranking Organism Entry name EC No Protein Mass Coverage Ranking Coverage
1 Aspergillus foetidus 104, 49 1 A. oryzae AMYA1 ASPOR EC=3.2.1.1 Alpha-amylase A type-1/2 54810 57% 1 45%
2 A. shirousami AMYG_ASPSH EC=3.2.1.3 Glucoamylase 68131 42% 3 15%
3 A. kawachii AMYG_ASPKA EC=3.2.1.3 Glucoamylase 1 68272 36% 3 15%
4 A. niger PEPA_ASPNG EC=3.4.23.18 Aspergillopepsin-1 41230  23% 2 23%
4 A. phoenicis PEPA_ASPPH EC=3.4.23.18 Aspergillopepsin-1 41298  23% 2 23%
5 A. awamori PEPA_ASPAW EC=3.4.23.18 Aspergillopepsin-1 41177 23% 4 23%
5 A. niger PEPA ASPNC EC=3.4.23.18 Aspergillopepsin-1 41276 23% 4 23%
2 Aspergillus niger 68 1 A. niger AMYA ASPNG EC=3.2.1.1 Acid alpha-amylase 52935  25% 1 13%
3 Aspergillus oryzae 49 1 A. oryzae AMYA1 ASPOR EC=3.2.1.1 Alpha-amylase A type-1/2 54810  66% 1 59%
4 Aspergillus oryzae 49 1 A. oryzae AMYA1 ASPOR EC=3.2.1.1 Alpha-amylase A type-1/2 54810  55% 1 59%
5 Aspergillus oryzae 49 1 A. oryzae AMYA1 ASPOR EC=3.2.1.1 Alpha-amylase A type-1/2 54810 67% 1 59%
2 A. flavus PEPA_ASPFN EC=3.4.23.18 Aspergillopepsin-1 42313 20% 2 9%
2 A. oryzae PEPA_ ASPOR EC=3.4.23.18 Aspergillopepsin-1 42313 20% 2 9%
6 Aspergillus niger 94,71, 49 1 A. awamori AMYG_ASPAW EC=3.2.1.3 Glucoamylase 68309 47% 2 31%
and 4. oryzae 1 A. niger AMYG_ASPNG EC=3.2.1.3 Glucoamylase 68309  47% 2 31%
2 A. oryzae AMYA1 ASPOR EC=3.2.1.1 Alpha-amylase A type-1/2 54810  55% 1 59%
7 Bacillus amyloliquefaciens 51,25 1 B. amyloliquefaciens AMY BACAM EC=3.2.1.1 Alpha-amylase 58403 9% 1 67%
8 Bacillus licheniformis 49 1 B. licheniformis AMY BACLI EC=3.2.1.1 Alpha-amylase 58549 34% 1 31%
9 Bacillus subtilis 51 1 B. amyloliquefaciens AMY BACAM EC=3.2.1.1 Alpha-amylase 58403 12% 1 71%
10 Bacillus subtilis 51 1 B. amyloliquefaciens AMY BACAM EC=3.2.1.1 Alpha-amylase 58403 48% 1 67%
Table 2 Results of Mascot search for glucoamylase
Provided information Results of Mascot search
Sample Mass of major ~ Trypsine rLys-C
No Organism protein (kDa) Ranking Organism Entry name EC No Protein Mass Coverage Ranking Coverage
11 Aspergillus niger 111, 69 1 A. awamori AMYG_ASPAW EC=3.2.1.3 Glucoamylase 68309 50% 1 31%
1 A. niger AMYG ASPNG EC=3.2.1.3 Glucoamylase 68309  50% 1 31%
12 Aspergillus niger 69 1 A. awamori AMYG_ASPAW EC=3.2.1.3 Glucoamylase 68309 44% 1 28%
1 A. niger AMYG_ASPNG EC=3.2.1.3 Glucoamylase 68309 44% 1 28%
13 Rhizopus oryzae 72, 66, 52,43 1 R. oryzae AMYG RHIOR EC=3.2.1.3 Glucoamylase 1 65162 29% 1 7%
14 Rhizopus oryzae 72, 66, 52,43 1 R. oryzae AMYG RHIOR EC=3.2.1.3 Glucoamylase 1 65162 31% 1 10%
15 Rhizopus sp. 72, 66,52,43 1 R. oryzae AMYG _RHIOR EC=3.2.1.3 Glucoamylase 1 65162 37% 1 17%
16 Rhizopus sp. 72, 66,52,43 1 R. oryzae AMYG _RHIOR EC=3.2.1.3 Glucoamylase 1 65162 36% 1 14%
17 Rhizopus sp. 72, 66,52,43 1 R. oryzae AMYG _RHIOR EC=3.2.1.3 Glucoamylase 1 65162 37% 1 14%
18 Rhizopus sp. 72, 66, 52,43 1 R. oryzae AMYG RHIOR EC=3.2.1.3 Glucoamylase 1 65162 37% 1 17%

60



JE AR ERF B A B (B b D& AR HEERF JE )
BETF RN O S B e PR D 7= 80 O FHN TYEIZ B3 2 58
(H29- £ fih-—#%-007)

PR 294 FEMT SR Sy A e

BEAFIRIN D R R 7 FHEIC B9~ 2 198

~ZFEEHh Y O LR AW D54
[EI ST [ S A L AE AR ZERT AN

WHoEsy A PERTRE =

HAE~

=

RES AR 4 BN B O —2 2o EENS [FHEEHmHEY ) o0 T, 4%, M
KAERIC Y720, EHRICETIERNEEZIT-7-. FEpHEYOTAE O KFICHOWT, £
DL e OF4 DB % —fRICERA ST 54 FAA DT — A RX— R 2 B UG L7,

WM BTOHEOREZFRE L. ZTORE,
AL, — R TIZRWREL DR Z T Tl

L3 -> T, TR ) OB AERE 21T,

ERNDNCIRMETT D BERD .

FEEHNH O L STV D24 KD
PRLEDPHASND ZERHLMNE o T,
ARWFFE TG DIEmz s, EEAEMO

WHoetn 1%

VAR BN SR SR S R R AT R T
RaniNIEs e
(2NN B ESRVAESE S rh o e S
BRI =&

A FFFEEH

& BHh Y ) X, FEA 8 FIT/ER S T
BEfF 4 @I SN WD EO—>
THY, 14RO AW % R 3 2 it <
b5, ZIETEL OBFIIN A S B
DR ZEE L, BRI ATECLT, AF
EY~DOULELH 1T > TE 7203, FEEHbH IR
LCIHERET D EFRENEL, O ERE
(PR LT % B oo RS9 Bl Ay ML AR 8 K &
KB DZENTHENDZEND, HROHK
DOENEPRENTE Y, ANEEITHR RN
ENTWDHEDEARV. UL, HEkHty
B E D RIS W 26, BRI X 2

BEE o TN,

BEICHtiE L TR0, A& ZaMEN iR

61

TN D & dp S35 BEAF IR O KLk B A
IZBWWT, B ORERIL & 722 2 IFHINE 35
ICHEHETHY, HkEROF4 - fn4) &Ry
FE)DPELIRESNLTNDENE WD [FHRIT
IR AR CTH D, 20 hH, EFEO
L ORER, T ORIMIIEEIN O R AME
HENnsZ L2ISBERONDD. MADHTIE
HEIRAEM D —BOICHFEI NN &Rk
<7<, ZOBKIPER I TEEIO R IESE
Arns28nndbs. £72, BERNMY
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FERELY LRERWLO bL—P YT 4 %,
Thbb, BEMEZERLTRET LI LN
TW5d. EEIZ, & IREMIRMMAEEZF
T DI Tz-TE, — RIS SNz T —
HR—ARLEELSZIRL, ZNLIIREINTEF
& E A DB OERICRA SN TR
D, WERILDO FL—HE VT ¢ NRERSINT
W5, —J, BRI 4 SRR, RO
&« N IZOWTE—EDEUED JTTIZTHAE N 722
ST, EOYEEL D BEIC 20 230 L TR
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E7-, [FEpHHY ) OIEFR D% < 13HEIE
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B. BFRE 516
B-1.EFEWE DF4 R OBREENLTE
PUFIZRT 5 9 hRE S IR A & EAERRE O
KA OF4 EFEHERIL OFRBEIEIED, A
TEEN ARG O F = EHE I DWW TR A
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FEDRFFECERWEAITEA ETRT. £
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YT 5H.
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W - FMETE DN B D 4 B2V T HE
FCT#E L (] Linné—L.), S 5IZIHM4AH
&y aNIZRT .

b) @ HBFE- Bl 77 UEETHRET D ()
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6) FLITILUTDOAF—LHiE-> TRET S.
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(http://www.tropicos.org/)
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D S National Center for
(NCBI)?»
BRI E DT
¥ — 2 7 ¥ =3 V(UTEX The culture
collection of Algae, NIES collection ([E 37 Bg5E
WFIERT - AR RFRAFIEER)) DOPRAFEE Y
A bR LIz
c) Bi#SH © NCBI @ Taxonomy database. i
Bh )12 PCC (Pasteur culture collection of
cyanobacteria (7 7 > A)) ¥ X ' UTEX,
NIES collection DERIFEEY A 2SR L 7=,
OB - MBEHH
AFEF L OV P4 OffiR : NCBI @ Taxonomy
database
<4 (i) B X OO - BERRA
%Eﬁ pr D 2 — 73 77 (NIAS Genebank) .
Y OF4 ORERIZHOWTIE, EJIIKEFD
Eﬂ?ﬁfl%ﬁfx (AAREFEER) OZHEDL
&, TAARERBER] (A, 2010) %
ZH LT,

b) kW A
Biotechnology Information

Taxonomy database.

B-2. AR DR E
FEEHIEYICZET 5TV D 74 FEFIZOW
T, U FOWAEMKICERE STV DN Eids
Lz, FEEHIEmICET oA TS 74 BJH
EFAN—HLTWDL B EZBEHY &7
L.
@Fﬂ?%@CM@mB@@M%Eﬁ%%@E
%uu%)
CFR : Code of Federal Regulation Title 21 (K
FDA 73 #9238 A i 2= 4 AL BE S 15
(FFDCA : Fededal Food, Drug, and Cosmetic
Act))

b)

C.HERBIUELE
C-1. HEFEHHHY O EFTYE D F4 K UESR
Ay )

R Sk D F=EEHE Y 74 FEFIZOW T,
LR DOF4 F L OVEA R E MR L (&
1). Fi4 12 oW TiE YList THER L, Z4I12o
VNI Tropicos 38 & O Y-list THERE L7=. %<
DIEFINZDNT, FEFEEAREICTRH ST
DEFHNY ) = A THDZ LRI, £,
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ARFLEHENI SN D b OB STz, T4 DM
LB ONTHHEERLLUNERL - BEIERED
EREPMEE W SNz, iz, iz T
HIREERIA TR <BA BV LR TV D 5
FENERGFEL. &6, SESZFIC LT
— & _—Zf#] (YList & Tropicos) T4 I3
LRENREZD DB RN, T b DR
DOWTITFEMRRENMNE L E 2 5. SFEFHAE
et a T ol b DD O 5, FETXEHLOIZD
WTELT ISR

) 7TH7=2F% . THT7=2F XL Wv)H 4
R TERD o7 FAITONTH, [Ferula
marthex BOISS| & " [Ferula asafoetida L. |
e BIZT —F _N— 2GRN R Do T
7277 L, M#FAIZ DWW TIX, Ferula narthex
Boiss & O Ferula assa-foetida L. DFEFETH
HEBZ BN, 728, Ferula assa-foetida L.
DIFHERMA LT ¥ TH D

TYavUry YListiZBWT, TYavrk
W) FIA ITRERE TE R o 7.

TR TR Y h RAERIA) D4
I% Angelica archangelica L. T& 5. FEJFHEH)
& L C Peucedanum praeruptorum Dunn. fJf
FLE ATV D3, Tropicos (ZIXMH N /) =
ATHDEVIFLEIT -T2, 72k, R
) & L CRl#l & 4L T w7z TAngelica
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TR TE o Tz,

FVI ) A VT TNAETHY,
INT N I THS.

FL oY= F Ul () 041
Citrus japonica Thunb. T&H V), KM & L
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LATHD. T, BEFRMEOOLESTHD
Citrus sinensis (L.) Osbeck OFEEFIA 135 >
JHXARTHY, AL — b F L VEy )
=LThb. S5IZ, Citrus reticulata Blanco
DIEWEML IR THY, v~ F U v
FL oYW A ITHER IR T
Hvav . KFEEmELT I Ho
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DN, T DAL YList, Tropicos & 21X
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8)
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piperitum DC. (FFHERA I3 7) O
ML Thd BB LN,
BT TG TH Y, AL
X U= TATHS.
AEI =NV EFEOVDESTH D
Anthemis nobilis L. DIEMEFL 1T r—~ F
YU ThD. £z, b O LOORFHETH
% Matricaria chamomilla L. var. recutita L.I%
Matricaria chamomilla L.OY /) =L TH Y,
BERMA T IV L THD. RV TES
— VRO E X — L OFN4 I HERE T & Te i
> 7.
BT EEROONESDTHLI T
v (EHERN4) D544 0% Brassica nigra (L.)
W.DJKoch Th5d. ¥z, vah7v (FF
YETN4) D4 1X Sinapis alba L.TH Y, f
LS AL TV D Brassica hirta Moench.(£ 3/
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DIEEFIA I Z T THY, AU T
EWV ) TN IIHER TE o7z,

10) HIAVFEL : ANEEL LD 4 ITRER

TEehoT-.

1) L—VU—7: FKJFRy L L CRlilisn T
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I A AT XY ThY, ity
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L. Fravtrya vl ididkR
T&ERhoT-.

12) o>y ey (BEHERML) OF4IE
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Y Uit ), TRESR i > | DFEFIS
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Fisch. ex DC.) , F 3 v b h v J v
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13) 7 FF v 7 FF (BERERL) O%40%

Gardenia jasminoides Ellis Th 5. I DF4

& PR ST D Gardenia augusta Merr. var.
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grandiflora (Lour.) Sasaki ([ Gardenia augusta
MERR. var. glandiflora HORT.] |EF&5C & b
%) 122\ T, Tropicos IZITAWIZY / =
LDBRIZH D & D FEHIT RN T2,
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FrUEeaF] oXRFEICE, 7FFv
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aromaticum (L.) Merr. Et L.M.Perry OFEHEF]
HIFa v s XTHY, FavTiEh4
Thbn. ZO%4 LRI TV D Eugenia
caryophyllata Thunb. |33/ = L TH D03,
Tropicos (Z & % & lllegitimate 72574 & S 41
TWa. £, BEfFRmm 1 7 v —7 i |
EDREEMEICONTHMENLETHY,
BRI E LTREBLTVWS DA TH
AUX, BEFIRI 17 a— 7t ) 13
TRELEEBEIOND.
r—N— KFRIIZ T 7 Fa v Yy oR
D7 v F a 7R (Capparisspinosal.) | &
FLE D DN, 7UF a vk T (BEHERL4)
D ¥ 4 1L Capparis micracantha DC. var.
henryi (Matsum.) Jacobs (£ 72 1% Capparis
henryi Matsum. (Accepted name)), Capparis
spinosa LOIEYERA X N7 7 0 F a Ry
Tho. 2B, MEDRTLIFHITZ U Fa v
NIBRTHD.
ava v AL LTIayavRoay
= 7 (Piper nigrum L., P. longum L., P.
officinarum D. C.) | EFRENH DN, a2 3
v (BEHEFI4 ) D544 13 Piper nigrum L. 7
TH Y, Piperlongum L.OFEHERA LA >V N
FHaa v Thb. £z, Piperofficinarum
(Mig.) C. DC. &9 44 % Tropicos (T TR
e STz (FRA AR I).



18) AV T o F— a7 =3I THY,
EHEMLIXaT FaThd.

19) ¥ o772 % y¥ 7T 2 (FEEML) O
IOV, YList Tl Sassafias officinale
(L.) Nees et Th.Nees & Rl S L CTUN 72723,
Tropicos Tl Sassafras officinalis T. Nees &
C.H. Eberm. & fifi s TH Y, W7 —F X
— A THUNITE T OEWA RN,
7ok, FEFMICOFRL ST D [Sassafras
verrifolium NEES| X Sassafras variifolium
Kuntze O FRFL & b5 2, Z i
Sassafras officinalis D> ) =L Th 5.

20) ARV — A RY —, FXF Ny I KOY
A E—=BARY =&)L IR T
o do. RFEMYE L CRED R4

[Satureia] 1%, Satureja DFEFL & B s.

20) A ET A E TR TH Y, 4
Tt —Thd. —FH, Fv~wTAT 2, T
A ot—, ARy vatw—, 7Y

— 78— W) A TR TX 2o Tz,

X 5|2, [Salvialacandulaefolia VAHL.] & X
[SalviatriboraL.] &9 224 bR T 72
o=, Lo L, [SalviatriboraLl.] X Salvia
triloba L. f. DFEFL & Mbiiz.
VY YListic kD &, TV (L)
D41 Perilla frutescens (L.) Britton var.
crispa (Benth.) W.Deane f. purpurea (Makino)
Makino, U A > 7 A4V (HEHER4, 74
FUAYY LW A THRETET) O
#441X Perilla frutescens (L.) Britton var. crispa
(Benth.) W.Deane 'Viridi-crispa' Toho>72. L
7> L, Tropicos T, Perilla frutescens (L.)
Britton var. crispa (Benth.) W.Deane &\ 9
BT E > TV, E£72, BEfFRm vy
Y & OBEMEIC OV T HFENLE
Lans.
U v BEREY 213 T A (Cinnamomum
zeylanicum BLUME, Cinnamomum loureirii
NEES) | LFEHiSNTWDONR, =v i A (IE
R4 ) OF41X Cinnamomum sieboldii

Meisn. C&H 5. —7J5, Cinnamomum zeylanicum

22)

23)

Blume I3 Cinnamomum verum J Presl D>/ =

LATHY, BE¥EMLIIEA 0 =y AT
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& 5. Cinnamomum loureirii Nees | % Tropicos
(2T Tllegitimate 72544 & L CRidli 3 & 5 723,
Z DOMFBD LTV D FA IOV TIEARY

7Z=o7z.

Yymy brvywy b (FEERSA) OF4

% Allium cepa L. var. aggregatum G.Don T &
Y, REFEFEIZEEHE D Allium ascalonicum L. 1%
V) =ATHD.

VamNX—=_Y — HFREICE A 3T %
A (Juniperus communisL.) | & ®H 25, A

IR R (FEHERL) OFA4IL Juniperus

communis L. var. communis T& % . Tropicos

24)

25)

\Z1X, Juniperus communis L. var. communis &
WEBIZ Juniperus communis L. &V 9 4 4
AHEN TS (AW /=4t nHid
iz ) B, ZOLOOFAIIRHTHD.

260) AX—T =A XA TAFXa UEH4LTH
D, AL Y X IThHD. b, R
HFFIE~>Y 7 RHZE T 5.

27) AT I b X Ry (BEE4) ©
¥4 1% Mentha spicata L.C % U, Mentha
spicata L. var. viridis L3> /) =L Th 5.

2) B FAVIYE kA IV UYE (L)
D % 41X Armoracia rusticana P.Gaertn.,
B.Mey. et Scherb. T& ¥, FLJFFEIZFLEL D

[ Armoracia ruticana GAERTN.| DFffi/N4 13
AL b g, Fo, EFEREICOFLEINT
W % Cochlearia armoracia L.I¥ Armoracia
rusticana P.Gaertn., B.Mey. et Scherb.® >/ =
LTHD. £z, BFHRNM T2 30 T4
e & OBEEIZ OV T HRAE DL
BHEIN5.

29w Y — KM E L CRL#E o [Apium
graveolensL.| |[ZIAFZEDOER U AL TV 5.
el (ML) OFHI1L, Apium
graveolens L. var. dulce (Mill.) Pers. T& % .

30) XA L X TF Uy ay Yy (BEEML) OF
0% Thymus vulgaris LD T 5. FEJHFl
& L TRt D02 Do 54414, Tropicos (2T
MRS S T2y, TN O DOFAITHEWIT Y/
=5 &V REHIT R B TH D wfREMEN
H5D.

3 & 7 T KIFRAEICE - O [Artemisia



draucunculoides PURSH| & V9 524, 1362
T&E ot

32 F ¥ AT Fr AT LWV A ITHR TS
einole. File, EFEMICEINTND
Allium schoenoprasum L. F % #2442 & OF#
IR TE T, MARET 2T EH
DOFEH S MLETH - 7.

33) F¥—EN: Fr—EEFBLTHY, 1=
WAL/ "TF Vv 7 ThD. YList TiX/
INT V% 7 DFLL X Anthriscus scandicina
(F.Weber) Mansf. & S 1TV % 23, Tropicos T
X 2 D4 1L Anthriscus caucalis M. Bieb.
(Accepted name) D>/ = A& L TR S
TW5. 28, AL —FFr—E/L LW HH
AITHER T E R0

)y U HT Y KRBT T AT

(Capsicum frutescens L., F 72|% C. annuum
L)) LRE#EAHDN, YListickDE Fod
7 v (BEHERA4) DOF41% Capsicum annuum
LDOHTH Y, Capsicum frutescens LAZ LR
DIEHEFL TH DX X T MU T T kS
T5HEINTWS. LArL, Tropicos (ZF\
TiE, MFELIFY /=L L CiEdEianT
Wb ET, BEFIRIm T N 7T B,

ChOTZ KRR & OREEMEIZHS
WTHRENKLELE IND.

3T AT EFEFEE L TETFLATWNE
Mpyristica fragrans Houtt. DFEHEFI 4 13 =27 X
7TV, FTYATLEW)MAITHRTE
oo,

36) =V =T FEFFEE L GRSV D
&, T4, AT RTUITBWTHEREE LN
7o Tz, L)L, Tropicos (2 T Nigella sativa
L. WO FTRHEicn TRy, LRI
# D [Nigera sativa L. | ITFRFL & & 2 HALTZ.

37) =V YListio X b &, REJFMEICEHE O
Daucus carota LIIIRFED =2 THY,
=V y (BEMERA ) D4 1X Daucus carota
L. subsp. sativus (Hoffm.) Arcang. TdH > 7=. —
77, Tropicos Tl¥ Daucus carota L. subsp.
sativus (Hoffm.) Arcang.lX Daucus sativus
Roehl. (Accepted name) D/ =2 & LTl
WINTWe, Fo, BEfEmig =2
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a7y EOREMEIZOWNTH AL
BHEIND.

38) = =7 :YListicCkAfa == (1H
T4 ) DOFH &L TEN - TV Allium
sativum L. var. sativumHibiscus mutabilis L.
"Versicolor ' |Z, Tropicos TIIMEFR T X 727>
.

39) /XL Ocimum basilicum L. DFEYEFNI4, 13 A
RUFXTHD, AL —bRXTL LN H4
TR CTE ooz,

40) N YU HEFREICIE TEY RO EY

(Petroselium sativum HOFFM, £ 7= X

Petroselium crispum NYM.) | & &H 505, Z D
JB 41X Petroselinum DOFAFL & bivs.
Tropicos 2 &\ T, Petroselinum sativum
Hoffm. /% Invalid 72 %4 & STV 5.

41y~ J1 Ny T (BEHERI4L ) D5441% Mentha
canadensis L. C& Y, Mentha arvensis L. var.
piperascens (Malinv. Ex Holmes) H.Hara (&~
= ALTHD.

42) /=% : YList TI%, "=7 (HE#EFfL) O
220X Vanilla mexicana Mill. T Y, Vanilla
planifolia Andrews X3/ =LA EL I TWD
2%, Tropicos TIEMF41L & H1T Accepted
name TH Y, AWy /= L2DOBERIZHD
ORI 0T, Fe, BFEREOOE D
ELTCR#EIN TS Vanilla tahitiense
MOORE| &\ 9 4 3R TE 2ol

AN XT YT RXT Y HEN D T4 IR T X
2o 7. Capsicum annuum L. DOFEHEFI4 1T

N ZThHSD. £, FEEHREY TR
v, BRFRIY T o7 o3k
EDOBEEMEICONWTOMENLE L IND.

44y vy 7 ey 3L TH Y, BEEMA
Y TNy I THD.

45) 7 =X 7 =27 7= X7V — 7 [FB4 T
bV, BT e N, P4 Trigonella
foenum-graecum L. TH 5. [ 7= 7V —7

(Trigenella foenum-graecum L.) | [R50 & JE
PhDd.

46) ~/N—I U b i BA I UNYTIEFRATH
0, EEMAIZZ Y a Uy I ThD. T4
X Mentha X piperita L.C®H Y, L L



THRL#E STV 5 [Mentha piperita L.| %
Tropicos {233V T Illegitimate 72574 & 41
Tn5.

AN R—AI Vb T uw oy Bl T
L IHERR TE 72 o 72, Monarda punctata L.
KON Monarda fistulosa L.OREVERNA X, ZiL
S A By B/ A AN vl N S O e /A Pae
Ny THD., ZNHIEREREY~ 7L~
Ny ADFHE LTHREATWDA, A

W2 )= A Thd W) ST o=,

A~V a T L ~IATFEWV) L IEMHRT
2o 2. Origanum majorana L.OFEVER]
I~ a T ALATHD.

49) Vo7 JERREICIE TARX A 2= (Tilia
cordata MILL. % 72 1% Tilia vulgaris L. var.
miqueliana MAXIM.) | &R STV D723,
Tilia cordata Mill. DFEMERIA 1T 7 R &2 A
TaThh, R¥A T2 (BEENL) OF4
X, Tilia miqueliana Maxim. CT&H 5. —J7,

[Tilia vulgaris L. var. miqueliana MAXIM.
LW AR T E o T

50) L& 7 7 A : Tropicos ([ZFNT, HEJHAE L
BT TADFHDOOE DL LTET LN
TV % Cymbopogon flexuosus (Nees ex Steud.)
Will. Watson (Legitimate, %&J5UfE (2 F0 &L & 4u
TV D44 Stapf O 4 1 Tllegitimate) 13,
H IO UMEDDFH T oD Cymbopogon
citratus (DC.) Stapf &+ / = LA OBURIZH D
VD LI o T2

51) LE A=A AU v HFHATH Y, FEHE
MANEATAANY A THS.

52) v — X : Rosa damascena Mill. (Tropicos Tl%
Illegitimate 7274 & S 41, Accepted name (3
Rosa X damascena Mill.) DIEEAREFIL XX ~
A7 37 Rosa gallica L.OFEYERA 13TV
#1737, Rosa X centifolia DFEMERL 13E A
AUNRTTHDLH. 7B, F~v~A/mr—X, ¥
¥ RUB =X, a—XHYH LS LI
R TE Rz,

53)yr—RA< U —:m—X<U— 3L THY,
BEMA T~ RxomyThs. 7z, KR
fE|ZFE# O [Rosmrinus officinalis L.] I,
Rosmarinus officinalis L.OFRFE & b 5.

67

£/, BEAIY (o — X< U —HiH) &
DFEMEIZ OV T HOHENLE L SND.

54) U v U Y B (ERES) OF44 1T Eutrema
Jjaponicum (Miq.) Koidz. Tod 1V, FJFfEFlHE
@ Wasabia japonica (Miq.) Matsum.|X> / =
LTHD.

C-2. WAL DA

[FE R I8 EN DR H kD 74 F
[Z2W T, FCC } " CFR Title2l ICCHHDOH
MAPA L. ShEIE, BRI R
DFHDIED, SEIOFRHETE Y —ikry & b
NHELDELTHLNIRSTF2ATHHRR
ZiTo7=. FCCEME LIfER%E2% 212, CFR
Title21 OFER %K 3 IENEIRT.

FCC T, &Rttt 74 KR 55 39
FEJF A4 S5 (Monograph) & L CUL#E LTz,
T EIFRINT, %4k [Spice Oleoresin] DIHIZFL
N TWDLER S H Y, Monograph 23721
JATHZDHEICHEHINTVDHLONGFEL
2. F£72, C-1 THEAOBETTIERwnE b
NnNi=HLo0 55, FCC LR LREMN I TN
L5H00H-7-. BlziE, YR U —iX FCC Tl
['Savory Oil (Summer Variety)| (Z7%% 9 523,
ZORFRIIBETFIRMM A ETH FCC T
Satureia hortensis L. & fL# SIL TV 5. T D4
DJEA4TE, C-120) THEE~72 K 51T YList L
Tropicos (ZITUNE S 4L TUN7R .

CFR Title21 Ti%, &FEEHhttid) 74 LR o
IYHLMBENRHSTZHLODITEAEDN, —RIZE
DL I INDHYE & LT Substances Generally
Recognized as Safe (GRAS W& IZFi# LT
72. GRAS %% CFR Title21 part 182 (Z Uik &
TS, LN TFHFEE LR OZE OO KIKHH
WL« EFEE LTROLN TS 0D Y
A RTHD part 182.10 &, [k, & i (2
B, A E S50 RAMEY) Th D part
182.20 Ol FIZFLH STV =2y, EBL BN
EOD part DTSN TWDHH D HFIEL
= GE 2., —J, b= =rE %
[GRAS ffEiR i EHERMWE ] ThH D part 184
IR S TWE, Zhbixb &b L part 182
IZREH SN TV DO TH DA, FDA 2% 1962



FELIRRICAT - 72 GRAS WV IZ %4 B B et O
Rk, BB IN-METHS Y.

D. #&

BEAF RN 4 IS H O —>Th 5 [HE
BHEHH ) 122\ T, BURSERIERRIC T 7= 1
WHEEIToT-. REBIZERINTND 74 &
DIEJFINZDONWT, RINTos RO DY
% YList 2 O® Tropicos & & L IR L7 & 2
%, %< OIEFIZHOWT, FEFRIEAZ IZFRH
ENTWVWEIRELENY ) =L THDH I LR
S, 7o, ML b O LB S
7. 209 b, it Bbns b iz >0 Ty,
FCC THRIBRDFEHE N A ONT-7-8, BIKERE

BOBICIXEEM N nE S Ebns. £z,

(E==Hh Y ) 74 BIFFE O 2 < DS RIS
Lt I T\, UHEREAAROHKIC
DHEENTND S ODIFENHA L. [F
FERHHH Y ] OB ZAEMIFITIE, A8 TH
LT HEWRE S LT, EREHOFLFITON
THRFZITIRERD S.
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E. 2% 3k
1) Btk =2 AT, [REANEICR T 5
BRI O ST oA RS E],
2014, p.7.

F. iR KR
1. Fm3CFEFR
A% L
2. PR
A% L

G. FE A PEME D IR - BERIRIL
LR



R 1 FrkHmiby GEFRINA 5 122) OREFHEYIC OV T

&S | B4 A Y-1ist Tropicos
1 TH 2 T HEOT Y (Cannabis sativa L.) | 7% (BEUE) Cannabis sativa Cannabis sativa L.
L.
2 TH T - YU EROT Y7 = F & (Ferula T X (fENHE) Ferula assa- OFerula narthex Boiss
FH marthex BOISS F7zI1% F. foetida L. OFerula assa—foetida L.
asafoetida L.) MENY ) =L ThD EWV DRI
A/AN
3 TYav TUBROTYa U (Carum ajowan | % Carum ajowan Benth. &Hook. f.
g BENTH. )
4 T =R T URDOT = (Pimpinella T = A (fENUE) Pimpinella Pimpinella anisum L.
anisum L.) anisum L.
5 V) TURDOT Y B (Peucedanum T8 Y h (BEUE) Angelica OAngelica archangelica L.
7 praeruptorum DUMN., Angelica archangelica L. OPeucedanum praeruptorum Dunn.
sylvestris L. var. archangelica MEMNY ) =L THDEV) LT
L.) ¥7213ZDOMd Angelica J& QAN
6 7 A ¥ 3 TURDOT A %37 (Foeniculum A X ay (BEUE) Foeniculum | Foeniculum vulgare Mill.
% vulgare GAERTN.) vulgare Mill.
7 7= N va v iRtow a (Curcuma vy (FEHE) Curcuma longa Curcuma longa L.
longa L.) L.
8 F VA VIYBOA VA (Origanum INF Ny T (BEYE)  Origanum Origanum vulgare L.
vulgare L.) £7-1ZF 0o vulgare L.
Origanum J& B4 AV
9 F—) A 7 N EEROA—IL AL R F— IV AN A (FEUE) Pimenta dioica (L.) Merr. (Accepted
INA A (Pimenta officinalis LINDL., ¥ Pimenta dioica (L.) Merr. name)
7213 Myrtus pimenta L., F7-1% Pimenta officinalis Lindl. & X
Pimenta dioica MERR.) Myrtus pimenta L.1X, Pimenta
dioica (L.) Merr. ¥ /) =ATHh
5.
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10 Ty SR F A (Fortunella OF By (BEHE) Citrus OCitrus japonica Thunb.
B— japonica L.), AAf—hrA L ¥ Jjaponica Thunb. Fortunella japonica (Thunb.)
(Citrus sinensis OSBECK), ~ v % | Fortunella japonica (Thunb.) | Swingle X3/ =X
U4 1LY (Citrus reticulata Swingle L3/ = A. OCitrus sinensis (L.) Osbeck
BLANCO) OF 7 xR (BEUE) Citrus | OCitrus reticulata Blanco
sinensis (L.) Osbeck
Mt AL — b EF LY
OMR Ty (BEUE) Citrus
reticulata Blanco
11 J1ay AR (Xanthoxylum Yovay (BEHE) Zanthoxylum | Zanthoxylum piperitum DC.
piperitum L.) piperitum (L.) DC.
12 BT J A ) XE D A4 (Cinnamomum Moo =vi A (FEYE) Cinnamomum cassia (L.) D.Don
cassia NEES ex. BLUME) Cinnamomum cassia (L.) D.Don
B r A
13 HEI— | FI7BOHEI—/ (Anthenis Or—~HIVL () OAnthemis nobilis L. (Accepted name
JL nobilis L.—a—~ € I —/)l, Anthemis nobilis L. {% Chamaemelum nobile (L.) All.)
Matricaria chamomilla L. var. OB IV (BEHE) Matricaria OMatricaria chamomilla L.
recutita L.— KA Y &I —/) chamomilla L. (Legitcimate,) .
Matricaria chamomilla L. var.
recutita (L.) Fiori 13/ = A.
14 57 77RO et Ty (Brassica | O a7y (BEUE) Brassica | OBrassica nigra (L.) W.D.J. Koch

nigra KOCH), > w2 # <3 (Sinapis
alba L., B. hirta MOENCH.), A v
7173 (B. juncea COSS.)

nigra (L.) W.D.]J.Koch

Oy vy () Sinapis
alba L.

Brassica hirta Moench. %3/
= A

OAZF (lEHE) Brassica

juncea (L.) Czern

OSinapis alba L.
OBrassica juncea (L.) Czern.
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15 BV E va v iRt A E L (Elettaria piiz OEFElettaria cardamomum (L.) Maton
NG cardamomum MATON var. major var. major (Sm.) Thwaites
THAWAIFES—t& A v % A 7, E. OElettaria cardamomum (L.) Maton
cardamomum MATON var. miniscula var. minuscula Burkill
BURKHILL-~ 7 NV XN~ A YV —
VB AT
16 S L—1 SHUBROF I gy F AR Y (BEUE) Murraya | Murraya koenigii (L.) Spreng.
—7 (Chalcas koenigii F£7-1% Murraya | koenigii (L.) Spreng. (Accepted name)
koenigii SPRENG.) Chalcas koenigii (L.) Kurz iX3/
= A
17 BT < ARDH 7 (Glycyrrhiza B (FEHE) Glycyrrhiza Glycyrrhiza glabra L.
glabra L. var. uralensis glabra L.
FISCH. )
18 AV IR DOE AT A %37 (Carum EAXATAXay (BEAE) Carum Carum carvi L.
—— carvi L.) carvi L.

19 7 FFy | TAXRD 7 FF 3 (Gardenia 7 FF (FEHE) Gardenia OGardenia jasminoides J. Ellis
jasminoides ELLIS F£7-1%G. Jjasminoides Ellis OGardenia augusta Merr. var.
augusta MERR. var. glandiflora grandiflora (Lour.) Sasaki
HORT. )

20 7 IV T URDZ I (Cuminum cyminum 7 2 (BEUE) Cuminum cyminum | Cuminum cyminum L.

L.) L.
21 svyy |\ BUROATE DTV FTUEHT Y (FEUE) Nasturtium officinale W.T. Aiton
(Nasturtium officinalis R. Nasturtium officinale R. Br. (Accepted name)
BR.) Legitimate 72413y /) =L TH D
Rorippa nasturtium-aquaticum (L.)
Hayek TH 5.
22 rua—=>7 7 b EERDOTF 3 7Y (Eugenia Fa vy )X (FEUE) Syzygium | Syzygium aromaticum (L.) Merr. Et

caryophyllata THUMBERG, F7-1%
Syzygium aromaticum MERR. Et
PERRY)

aromaticum (L.) Merr. Et
L. M. Perry
WL Faoy

L. M. Perry
Eugenia caryophyllata Thunb.

(T1legitimate) X/ = A.
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23 rv )2 B - (Papaver somniferum | 73 (BZ#E) Papaver Papaver somniferum L.
L.) somniferum L.
24 r—nX— | T7uFauVouRoTvuFavRs |ONFTUFavRs (BEAE) OCapparis spinosa L.
(Capparis spinosa L.) Capparis spinosa L. (OCapparis micracantha var.
O7vuFavury (4 henryi (Matsum.) Jacobs
Capparis micracantha DC. var. | Accepted name £/ =AThH D
henryi (Matsum.) Jacobs Capparis henryi Matsum. Toh 5.
EHbEob7UFavRsE
25 == Ny avg ROz g (Piper Oz aw (fEHE) Piper OPiper nigrum L.
nigrum L., P. longum L., P. nigrum L. OPiper longum L.
officinarum D. C.) OA v RFTavary (EHE) OPiper officinarum (Miq.) C. DC.
Piper longum L. Accepted name X, >/ =ALTh5b
Piper retrofractum Vahl T& 5.
26 g < Fld I~ (Sesamum indicum dO~ () Sesamum indicum Sesamum indicum L. (Accepted name)
L.) L. FF4 1T non. cons. (fREE4)
27 =) By N4 vUROa) 7 #— (Coriandrum | 2= N (fEUE) Coriandrum | Coriandrum sativum L.
A sativum L.) sativum L.
28 VR AV A )FROY T TR YT T A (BEUE) Sassafras | Sassafras albidum (Nutt.) Nees
7 A (Sassafras verrifolium NEES, = officinale (L.) Nees et (Accepted name)
721X Sassafras albidum NEES) Th. Nees Sassafras officinalis T. Nees &
C.H. Eberm. MO\ Sassafras
variifolium Kuntze (33 / = A
29 H7Z TYAROY 77 (Crocus W77 (BE4E) Crocus Crocus sativus L.
sativus L.) sativus L.
30 PARY — YBOE'ARY — (Satureia gz OSatureja hortensis L.

hortensis L. —F%# F v 1,
Satureia montana L.—w A & —
AR —)

OSatureja montana L.
HWMZY = W) iididian.
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31 YT YBRLOH L ET (Salvia t— (BEUE) Salvia (OSalvia officinalis L.
officinalis L.—#/V~7A 7 ¥ | officinalis L. OSalvia triloba L. f.
LFOT AV E—Y, S, & e
lacandulaefolia VAHL. —A/X= v
vat—, S, tribora L.—7'V
—7&—)

32 ANV SR OY gy Yovay (BERE) Zanthoxylum | Zanthoxylum piperitum DC.

% (Zanthoxylum piperitum D. C.) piperitum (L.) D.C.

33 > VY RD Y (Perilla frutescens | O7 Y Y (FE#E) Perilla QOPerilla frutescens (L.) Britton
BRITTON var. acuta KUDO—7 413 frutescens (L.) Britton var. var. crispa (Benth.) W. Deane
Y, P. forma viridicrispa MAKINO | crispa (Benth.) W.Deane f.

— T FF VR TY) purpurea (Makino) Makino
OF VAT AT Y (HEHE)
Perilla frutescens (L.)
Britton var. crispa (Benth.)
W. Deane ’Viridi—crispa’

34 I E 7 A 2RO (Cinnamomum OtAfur=vi A4 (FEUE) OCinnamomum verum J. Presl
zeylanicum BLUME, Cinnamomum Cinnamomum verum J.Presl OCinnamomum sieboldii Meisn.
loureirii NEES) Cinnamomum zeylanicum Blume |% | OCinnamomum loureirii Nees

)= A, (I1legitimate)
O=vr A (EHE) Cinnamomum
sieboldii Meisn.
35 vy 2oy v b (Allium vy b (BEUE) Allium cepa | Allium cepa L. var. aggregatum
K ascalonicum L.) L. var. aggregatum G.Don G. Don

Allium ascalonicum L. X3/
= .
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36 U a =R /xRS oRA YA IR (BEUE) Juniperus | Juniperus communis L. var.
— Y — (Juniperus communis L.) communis L. var. communis communis
Z i EIXBINC Juniperus communis L.
H(F(E
37 vaul vauhRtos a v (Zingiber Ta vl (BEHE) Zingiber Zingiber officinale Roscoe
officinale ROSCOE) officinale (Willd.) Roscoe
38 2R —T T LUROFA A Xa Mo (BEUE) [1licium Illicium verum Hook. f.
=2 (I1licium verum HOOK. ) verum Hook. f.
Wb XA T Fay
FH < 7
39 AT I VRO RY vy (Mentha T RU Nyl (BEUE) Mentha Mentha spicata L.
N spicata L. var. viridis L.) spicata L. Mentha spicata L. var. viridis L.
x>/ = A
40 =RV TR a3 UYE A UYL (JERE) Armoracia rusticana P.Gaertn.,
A= (Armoracia ruticana GAERTN., Armoracia rusticana B.Mey. et Scherb. (Accepted name)
Cochlearia armoracia L.) Z§ P. Gaertn., B.Mey. et Scherb. Cochlearia armoracia L. 33/ =
VA
41 tal— T UEROEz ) — (Apium tual (JnF8) Apium Apium graveolens L.
graveolens L.) graveolens L. Apium graveolens var. dulce
ol (BEAE) Apium (Mill.) DC.
graveolens L. var. dulce
(Mill.) Pers.
42 V—1 ) ZFRLD A A 7N (Rumex acetosa AA N (FEUE) Rumex acetosa Rumex acetosa L.
L.) L.
43 ZA L VIBDEZFTxya Yy (Thymus | X FVvyavyy (FEYE) OThymus vulgaris L.

vulgaris L. var. capitatus
HOFFM., Thymus serphyllum L.,
Thymus zygis L.)

Thymus vulgaris L.

O Thymus vulgaris var. capitatus
Willk. & Lange

O Thymus serphyllum L.
D2 FRAEH)

(I1legitimate,
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O Thymus zygis L.
IS AFEITAEWCY ) = 2O B%R
WZIE720.

44 KB X 2RO X <~%X (Allium cepa A< 3X (BEHE) Allium cepa Allium cepa L.
L.) L.
45 Bl <~ ARD X<V K (Tamarindus X<V RN (BEXE) Tamarindus | Tamarindus indica L.
N indica L.) indica L.
46 = X7 BDHZ T (Artemisia BT 3 (FEUE) Artemisia Artemisia dracunculus L.
dracunculus L. —7 7 Afd#, A. dracunculus L.
draucunculoides PURSH—®& 7
Fil)
47 Fx A7 2UBOF v A7 (Allium Allium schoenoprasum L. D&% | Allium schoenoprasum L. D% 54,
schoenoprasum L. ) AN OMIIMER TE T IR TE T
48 Fy¥—F IR DOF ¥ —E/L (Anthriscus NGV 7 (BENE) OAnthriscus caucalis M. Bieb.
JL cerefolium HOFFM.) F721ZAA — Anthriscus scandicina (Accepted name)
¥ —EJL (Myrrhis odorata (F. Weber) Mansf Anthriscus scandicina (F.Weber)
(L.) SCOPOLI) B4« Fx—EL Mansf. (X7 =24
OAnthriscus cerefolium (L.)
Hoffm.
OMyrrhis odorata (L.) Scop.
49 aWi% TURDA /K (Anethum A4 K (BEUE) Anethum Anethum graveolens L.
graveolens L.) graveolens L.
50 N HZ FABLD 7 HZ 2 (Capsicum OrUHTY (BEHUE) Capsicum | Capsicum annuum L. (Accepted name) 0D
g frutescens L., F72/%C. annuum annuum L. v /) =& LT Capsicum frutescens
L.) OXXF hUHT T (FFEHE) L. AFE#EShTns.
Capsicum frutescens L.
51 FTAT =7 X7 FBDF>7 A7 (Myristica TR (FEHE) Myristica Myristica fragrans Houtt.

fragrans HOUTTUYN)

fragrans Houtt.
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52 =FaE FIBRO=AIEX (Artemisia =aEx (FEHE) Artemisia Artemisia absinthium L.
X absinthium L.) absinthium L.
53 =T FUORDIIBRO=Y 2T (AE—/L | Nigella sativa L.
7 = %/V) (Nigera sativa L.)
54 = U RO =>> (Daucus carota = (JnF%) Daucus carota | Daucus sativus Roehl. (Accepted name)
L.) L. Daucus carota L. subsp. sativus
=y (BEUE) Daucus carota | (Hoffm.) Arcang X3/ = A
L. subsp. sativus (Hoffm.)
Arcang.
55 == 2 Blo=r=7 (Allium sativum | O=> =7 ({=E%E) Allium OAllium sativum L.
L.—kA/3v==7, Allium sativum L. OAllium sativum L. var.
sativum L. forma pekinense ObAfay=v=r (FEUE) pekinense (Prokhanov) F. Maek.
MAKINO—F A =>=7) Allium sativum L. var. OVYList THD o7z Allium sativum
sativumHibiscus mutabilis L. L. var. sativumHibiscus mutabilis
"Versicolor ’ L. 'Versicolor = I1XiC& 720 »
OFF=v=7r (FEH) Allium | 7T-.
sativum L. var. pekinense
(Prokh.) F.Maek.
56 NIV IBDO A A — F XL (Ocimum AR X (FEAE) Ocimum Ocimum basilicum L.
basilicum L.) basilicum L.
57 Al IR SV (Petroselium Nt (BEUE) Petrosel inum Petroselinum crispum (Mill.) Fuss
sativum HOFFM, 721 Petroselium | crispum (Mill.) Fuss Petroselinum sativum Hoffm.
crispum NYM.) (Invalid) (X3 / = A,
58 N T I BLD N J1 (Mentha arvensis N (BEUE) Mentha Mentha canadensis L.

L. var. piperascens MAL.)

canadensis L.

Mentha arvensis L. var.
piperascens (Malinv. Ex
Holmes) H.Hara Xy / =X

Mentha arvensis L. var.
piperascens (Malinv. Ex Holmes)
H.Hara |3/ = A

76




59 N=T Z B D/R=7 (Vanilla N=F (MEUE) Vanilla OVanilla mexicana Mill. (Accepted
planifolia ANDREWS, V. mexicana Mill. name)
tahitiense MOORE) Vanilla planifolia Andrews |Z | OVanilla planifolia Andrews
S )= (Accept?d name) L \
WENY ) =L THDHEV D FEHEIT
A/AN
60 N T FARLD /7Y F (Capsicum Mo ATy (BEHE) Capsicum Capsicum annuum L.
annuum L. ) annuum L.
61 Yy YEOE V> (Hyssopus Y o (BEHE) Hyssopus | Hyssopus officinalis L.
officinalis L.) officinalis L.
i ey v
62 - /4 < AROT 2 7Y —7 avN (BEUE) Trigonella Trigonella foenum—graecum L.
J—7 (Trigenella foenum—graecum L.) foenum—graecum L.
M s 72X ) —7
63 ~NRN— 3 IBOE®A Iy (Mentha a g Nyl (BEWE) Mentha | Mentha X piperita L.
vk piperita L.) X piperita L. Mentha piperita L. 1% Illegitimate
WA AU NN T
64 A—=z IR~ TNy h OFrvavx 7~y (B | OMonarda punctata L.
N (Monarda punctata L., F7-I%M #E) Monarda punctata L. OMonarda fistulosa L.
fistulosa L.) OF¥ 7~ Ny (FEUE)
Monarda fistulosa L.
65 ~y a7 ~ 377 (Majorana hortensis ~>a 7. (BEUE) Origanum OOriganum majorana L.
A MOENCH. F 721% Origanum majorana) | majorana L. OMa_jorana hortensis Moench
66 NERY avuRtoI g (Zingiber R avH (BENE) Zingiber Zingiber mioga (Thunb.) Roscoe
mioga THUNB. ) mioga (Thunb.) Roscoe
67 TR H RO T XX — (Lavandula TR X — (JEUE) Lavandula Lavandula angustifolia Mill.

officinalis L. F72IXL. vera D.
C.)

angustifolia Mill.

Lavandula officinalis Chaix &
N Lavandula vera D.C. |3y / =
I,

Lavandula officinalis Chaix &R
Lavandula vera D.C. XY /) = A.
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68 Vo7ry | FRORE A2 (Tilia ORFA V2 (JEHE) Tilia OTilia miqueliana Maxim.
cordata MILL. F£7-1% Tilia miqueliana Maxim. OTilia cordata Mill.
vulgaris L. var. miqueliana OT7aRE AT 2 (JEUAE) Tilia
MAXIM. ) cordata Mill.
69 LET A ZBOLVE 7T A (Cymbopogon | LBV 7T A (FEUE) OCymbopogon citratus (DC.) Stapf
7 A citratus STAPF, 5 J O Cymbopogon | Cymbopogon citratus (DC.) OCymbopogon flexuosus (Nees ex
flexuosus STAPF) Stapf Steud.) Will. Watson (Legitimate,
43 Stapf D413 Tllegitimate)
WENY ) =L THDHEV D FEHEIT
AJAR
70 LE N YR A % (Melissa a7 AA Ny (FEUE) Melissa | Melissa officinalis L.
— A officinalis L.) officinalis L.
B o AU v
71 7— X NIRD 37 (Rosa damascena OF <A77 (JEAE) Rosa ORosa X damascena Mill. (Accepted
MILL. —#~ A7 a1 —X, R. damascena Mill. name)
centifolia L. —F% ¥ X¥n— X, OV /37 (FEUE) Rosa Rosa damascena Mill. (%
R. gallica L.—a—X 41U 7) gallica L. Illegitimate
Ok A =" (JEHE) Rosa X ORosa gallica L.
centifolia ORosa X centifolia
72 — X< VRO — X~ — (Rosmrinus < rxrarny (FEUE) Rosmarinus officinalis L.
J— officinalis L.) Rosmarinus officinalis L.
B4 g— X< —
73 o— L)L JA )X r A2 (Laurus | F oA Y = (BEUE) Laurus Laurus nobilis L.
nobilis L.) nobilis L.
74 A= T7I7FROUYE (Wasabia Y v (BEUE) Futrema Eutrema japonicum (Miq.) Koidz.

japonica MATSUMURA)

Jjaponicum (Miq.) Koidz.
Wasabia japonica (Miq.)
Matsum. [L3/ = 4.

Wasabia japonica (Miq.) Matsum. I
v/ =
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%2

FCC10 & @ thig

FCC10
R DA Spice ol
bn H 44 Oleoresin | A& FCC TOM B4

. 7% /3

2. THT72FH

3. Tvavyrv

4, T =R O O | Anise 0il

5. 7B U D O O | Angelica Root 0il
Angelica Seed 0il

6. VA{Xav O O | Fennel 0il

7. 73w O | Turmeric Oleoresin

8. A v/ O O | Origanum 0il, Spanish Type

9. A —ILAIA A O O | Pimenta 0il
Pimenta Leaf 0il

10. &AL ve—L O | Orange 0il, Distilled
Orange 0il, Cold-pressed
Orange 0il, Bitter, Cold-
pressed
Tangerine 0il, Coldpressed
Mandarin 0il, Cold-pressed

1.1 ay

12. 17 O | Cassia 0il

13. hEI—/ O | Chamomile 0il, German Type
Chamomile 0il, English Type

4. 177 O |Mustard 0il

15. BV ZE O O | Cardamom 0il

16. HL—1U—=7

17. 1

18. ¥ ¥ 7 7 = — O O | Caraway 0il

19. 7 FF

20. 7 I O O | Cumin 0il

21. 7 L

22. 7 a—=>7 O | Clove 0il
Clove Stem 0il
Clove Leaf 0il

23. 7/ 2

24. [y —/3—

25. a3 g v O O | Black Pepper 0il

26. =+

27. 27 X — O O | Coriander 0il

28. 17T X

2. 77

30. AR U — O | Savory 0il (Summer Variety)
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3. ey (O | Sage 0il, Spanish Type
Sage 0il, Dalmatian Type

2. vav

33. Y

4. e (O | Cinnamon Bark O0il, Ceylon
Type
Cinnamon Leaf 0il

3b. ¥y b

36. V2 = N— ) — O | JuniperBerries 0il

37.>avul O | Ginger 0il

B.ALZ—=T =A

39. AT Ik O | Spearmint 0il

40. A3 7 UHE

41. vV — O | Celery Seed 0il

42. ) — L )v

43. Z A I O | Thyme 0il

44. < XX O | Onion 0il

45. X< K

46. X7 2 O | Tarragon 0il

AT. Fx AT

48. F ¥ —EL

49. 7 A )V O |Dill Seed 0il, Indian Type
Dill Seed 0il, European Type
Dillweed 0il, American Type

50. kO T v

51. 7 A7 O | Nutmeg 0il

52. = IAEX

53. =V x 7

54, = O | Carrot Seed 0il

55. = =7 O | Garlic 0il

56. /NI )L O |Basil 0il, Comoros Type
Basil 0il, European Type

57.3& O | Parsley Herb 0il
Parsley Seed 0il

58. /N ) O | MenthaArvebsis 0il,
Partially Dementholized

59. X=7

60. /X7 A

6l. 8/ v

62. 7R TV —7

63. ~/N—3I | O | Peppermint 0il

64. m"— A I b

65. v 3 7 A O | Marjoram 0il, Sweet
Mar joram 0il, Spanish Type

66. X a3 U
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Rosemary Extract

67. T XK — O | Lavender 0il

68. V7

69. L BT T A O | Lemongrass 0il

70. LE /XN — A

71. v —X O | Rose 0il

72. 0 — A< — O | Rosemary 0il
O

73.

o— L

Laurel Leaf 0il

4.

AU =
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# 3 CFR Title2l & @K

CFR Title21

RS DA
GRAS Sec. 182.10” GRAS Sec. 182.20"
i B A i T H f T H %

e e ook s a v
. 7%/ 3
2. TH 7 2FH O | Asafetida
3. Tvavy
4, T=A O Anise O | Anise
5. 7B U D Angelica Angelica

O | Angelica root O | Angelica root

Angelica seed Angelica seed

6. VA4 Favy O | Fennel, common O | Fennel, sweet
7. Ay O | Turmeric O | Turmeric
8. AL AH/ O | Origanum
9. A—JLAINA A Allspice

O | Allspice O | Pimenta

Pimenta leaf

10. Lo E—L

Citrus peels
Mandarin
Orange leaf

Orange, sweet
Orange, sweet, flowers
Orange, sweet, peel

Petitgrain mandarin or tangerine

Tangerine
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1. 1 av
12. 1> o7 ) . Cassia bark, Chinese
O C?SSIa’ Chlne'zse Cinnamon bark, Chinese
Cinnamon, Chinese ) .
Cinnamon leaf, Chinese
13. b &I — Camomile (chamomile), Camomile (chamomile) flowers,
O English or Roman Hungarian
Camonile (chamomile), Camomile (chamomile) flowers,
German or Hungarian Roman or English
14. 17 > Mustard, black or brown
O | Mustard, brown Mustard
Mustard, white or yellow
15. BV ZE O | Cardamom (cardamom) Cardamom seed (cardamom)
16. HL—1U—=7
17. > Licorice
[Sec. 184.1408]°
18. ¥ 7 7 =— O | Caraway Caraway
19. 7 FF
20. 7 X2 O Cumin (cummin) Cumin (cummin)
21. 7 L
22. 7 a—=7 Clove
[Sec. 184.1257]°
23. 7/ 2 O | Poppy seed
24. fr—/N— O | Capers
25. a3 v Pepper, black Pepper, black
O . .
Pepper, white Pepper, white
26. 3~ O | Sesame
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27. a7 K — O Coriander O | Coriander
28. w7 TR Sassafras leaves
(safrole free)
[Sec. 172.510]¢
29. 77 v O | Saffron O | Saffron
30. AR U — Savory, summer Savory, summer
O . O .
Savory, winter Savory, winter
3. ey Sage
Sage
O O | Sage, Greek
Sage, Greek .
Sage, Spanish
32.%rvavy
33. Y
4. FE Cassia bark, Saigon
Cassia, Saigon Cinnamon bark, Ceylon
(O | Cinnamon, Ceylon (O | Cinnamon bark, Saigon
Cinnamon, Saigon Cinnamon leaf, Ceylon
Cinnamon leaf, Saigon
3B,y v b
36. Vo = =R — O | Juniper (berries)
37.>a vl O/ Ginger O Ginger
38 AKX —T =R Anise, star
O .
Star anise
39. AT Ik O | Spearmint O | Spearmint
A =Ry AvA M = O | Horseradish
41. vV — O | Celery seed O | Celery seed
42. ) — L )b
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LA N Thyme
Thyme )
O ) ) O | Thyme, white
Thyme, wild or creepin ) .
Thyme, wild or creeping
Wit O | Onion
R s dVIV N O | Tamarind
N = Estragole (esdragol, esdragon,
t
O | Tarragon O arragon)
Estragon (tarragon)
Tarragon
T AT O | Chives
. T y¥—EN O | Chervil O | Chervil
Al 0% Dill (American or
Furopean)
[Sec. 184.1282]¢
N NI A Capsicum
Cayenne pepper .
Capsicum
O | Pepper, cayenne O )
Paprika
Pepper, red
Paprika
R 74 Mace Mace
O O
Nutmeg Nutmeg
L= HIEEX
=V T Caraway, black (black
o cumin)
Cumin, black (black
caraway)
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54, = O | Carrot
bh. = =7 Garlic
[Sec. 184.1317]°
56. /NI O | Basil, sweet O | Basil
57. 3t O | Parsley O | Parsley
58. /N 77 MenthaArvebsis
0il, Partially
Dementholized
59. "= O Vanilla O Vanilla
60. /X7 A O | Paprika O | Paprika
6l. 8/ v O | Hyssop O | Hyssop
62. 7= R T Y —7 O | Fenugreek O | Fenugreek
63. ~/N—3I | O | Peppermint O | Peppermint
64. m—A I b O | Horsemint
65. v a 7 A O | Marjoram, sweet O | Marjoram, sweet
66. X a3 U
67. T XK — O | Lavender O | Lavender
68. Vo7 O Linden flowers O | Linden flowers
69. L BT T A O | Lemon grass
70. LB N— 1 O Balm (lemon balm) o Bal@ (lemon balm)
Melissa
71. @ —X Rose absolute
Rose (otto of roses, attar of
O | roses)
Rose buds

Rose flowers
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Rose fruit (hips)
Rose leaves

72. 80— A< — O | Rosemary O | Rosemary
73. 2 — L)L Bay Bay leaves
O O | Laurel berries

Laurel leaves

4. V%

a) —fRICEETHD ERDLNTZWED H BLEFEEL ONE OMRIRAWE - HFE

b) —KIZZETH L RO ONIZWED S BIEH, s (MR, A8 %250 KRy
c) GRAS R F HAZ B mE

d) BRI D 5 HEFEE b THW D KRER R ORARY)
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JEAE TR AR E A B & (B DR MR TR F )
BETETRINE) O S BT D 72 8 O FHM FVE 2 B3 2 %8
(H29- £ fih-—1#%-007)
V294 BERFZE Sy HH R

REAFASIN) D& A Sy DOREERFATIZ BT 5 b 5E
~F v () DR Y 2 DIF B D oy T~
WZEo s REEE IR Bix

WREE WARmmLF o (Fhb) 13, 17 XF0eE, =0 Y2001 FH4 L <IFEX
Y AROEENLHFEONT, VFUraEERS LT L0V ] EERSNTVD. AT
X, Bk L Y a DR (BA ) ORIEEZ B, A D50%TF ) — /L
Tzl L, I T L7 n~ NI 7 4 —ICX D ORBERERZT 72, ZORER, 16
oL & W
4-hydroxybenzoic acid. maltol-3-O-{4'-O-p-coumaroyl-6'-O-(3-hydroxyl- 3-methylglutaryl)} glucoside,

(rutin, quercetin, gallic acid, protocatechuic acid, maltol, ethylrutinoside,

kaempferol-3-O-rutinoside, kaempferol, trans-p-hydroxycinnamic acid, cis-p-hydroxycinnamic acid,
N-p-coumaroyl-N'-feruloylputrescine (13), N,N'-diferuloylputrescine (14), N,N’-dicoumaroylputrescine
(15), isorhamnetin 3-O-rutinoside] % ¥, [FE L7=. HA H50%=% / —/LiliH#) OHPLCHL
7T A )T ORER, FRERSIEILT U THY, ZOMOIEEWIZ~ A T —HS TH
Sl IhbHD 5L, 135 RRICHD LB TH 5720, Frlfplisn L LTI b 2 /i
TLHIET, TORFENRT Yok THLZ L 2R THRIEL R VG FREENRBLEINT.

WrgEt B-1) 3B R O

WATSEAE RILRFHFE Bz JEBHI A A 1 (WA K5 54 Lot No. 021611002)
WL SrEE, RERUCIT N T AFEEAIE LT

A. HIFEH® YMC GEL ODS-AQ (AQ12S50) (VA =L 1),

R () X, T7 Xxo

Chromatorex ODS (& U ¥ 7 ), MCl-gel

B, T2V aOOIFERE L AIEXL Y "D
EENOLHEOLNT, VFUEENRSETDHED
ZWVWO | EERINTEBY, 7XF, =22V,
VARDZFEEHRDO L ORI L EnD. —
7, FOFEEHRD GO AR TRALE A2 B
EEHTIZ L. 22T, £FEBOEHKS
DFFFTZATV, RS TE 20 O F % il
RTLHZEHEBIC, MFEIT>ZEE L.
AHFZETIE, 3 FEOI B, = Ya00iF
PRI DU TR A & S hE L 7-.

B. WG
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CHP-20P ( = %1k %), Sephadex LH-20 (GE
Healthcare) , Develosil ODS (#7441t.%) , Toyopearl
HW-40F (Y —) Z MWz, Z ool
TRTRHRXITEmEREK 7 v~ 7T 7 4 —
MaEfEM L.

B-2) 28 Kk O E St
WitH HPLC (7 A Y 7 Z7 1 v 7 &) 13,
LFO&EMHETHE L. #7 A 0 YMC-pack

ODS-AQ12S05-1502WT (2.0 id. x 150 mm)
(YMC Co.,Ltd.), f&H%EF : SPD-20 A (SEERE

A1), W27 LC-20 AT (BEHUERT, B 7 LR



JE : 40°C, FiEi : 0.2 mL/ min, &5 : 280 nm,
BEH - 0.01M U Utk : 7 h=hKU L
IRIR (75:25, 85:15, 9:1).

Wil HPLC (7' Y= FEH) 1%, Shimadzu
Prominence 3/ A 7 A (FEHUERT) 2 H L 7.
HESM % FRticied. 77 A : L-column ODS

(2.1 id. x 150 mm) ({bFWEREAMBTTEERE)
717 AIRE - 40°C, Wi : 0.3 mL/min, JHEHK
£ 1 200~400nm, FEIMH @ (A) 5%HEEE, K&OY

(B) 7 b= F UV QREARSM (BinA) :
0—30 min (0—50%), 30—35 min (50—85%),
35—40 min (85%), 40—50 min (85—90%),
50—55 min (90—100%), 55—60 min (100%) J.

NMR (&% Bruker AVANCES00 (7 /v — « /34
F 2 48) ("H-NMR: 500 MHz, "“C-NMR:
126 MHz) #fEfH L, JIEREL L L TAZ ) —
N-dy N2 r AT T MIFNENDE
sk —2 (A% ) —-d, ("H:3.30 ppm, "C:
49.0 ppm)]) A FEUEL L7z, &OMEE (HR)
ESI-MS X mictOTOF-Q (7 /v —« X))V k=7
AAEE) 2 U7, 66 E EHIE Shimadzu UV
mini-1240 (SEERERTR) 2EH L7z,

B-3) fli 4 DR K OMLE ¥ D BB

HAH 50%= % /—/ (EtOH) fhiH#ic>
WTC, KN T L7a~x 87T 74— (YMC gel
ODS-AQ, Sephadex LH-20fth) (T & % 45 Bfeks il
ERVIRL, (LEMOHBEZIT-7-. HEELT-
{EEZONTIIEESL DT T — & & O E#:
g, HDHVNISCEME & i+ Z LT X D [A
E LTz

C. BRERUOELE
C-1) {b&% D BB

A4 H (50 g) & 50%EtOH (500 mL) H1 TAE
A XL, A, RHE%, HiliE=F L (EtOAc)
(300 mL) CTHECE T~ 7=, Z DOEAEZ 40l
KLU (BF200g DA A B &), 155072 HilE
TFSEY (BE10.7 g) IZOWTHFED T A
sa~ 777 40—k GEERERL AT o 7.
£72, BI&ES A F EtOH FhiHic > T b il
L, ERICH T 70~ T 77 40 —2XD0
BERSR AT, SN LEmic oV THR

89

s T T — 2T HE DS W TS R 21T - Tz

Hef— F L4y Eid (1.9 g) % EtOH (ZIAfE S
H, EtOH RIEEIZ 50% A % / —/v (MeOH) %
AT Loy L, Z OUEBFBIZ B IZ MeOH %
Mz, #@OTBEEZAT > To A b — 0D k&
MRS LI, rutin (1) (71.7mg) ERE LT,
£, BTV 0EY) (2.7 g) % EtOH 12V
fif <, EtOH "[¥%s% Sephadex LH-20 7 7 A
ryn< 777 4—IZfF L, EtOH T D
quercetin (2) (90 mg) #4537, WIZHEEETF /L
SyEY) (10.7g) @ EtIOH B TR LN T T
g a Nl ONWTEEAIT LAY N T T T
4 — & VI L, gallic acid (3), protocatechuic
(4), maltol (5), ethylrutinoside (6),
4-hydroxybenzoic acid (7), maltol-3-O-[4'-O-p-
coumaroyl-6'-O-(3-hydroxyl-3-methylglutaryl)]
9),
(10), trans-p-hydroxycinnamic acid
(11), cis-p-hydroxycinnamic acid (12) % Hif, [F]
E LT

714 71 EtOH filitt{#) (10.0 g) |Z EtOH %= /il %,
WODBEE TS T2, ZORIREESTES T LY
n~v N7 74— IZff L, N-p-coumaroyl-N'"-
feruloylputrescine (13), N,N'-diferuloyl- putrescine
(14), N,N'-dicoumaroylputrescine  (15), isorha-
mnetin 3-O-rutinoside (16) % Hiff, [FE L7=.

L&MW D NMR 7 — % # LA FIZiE Y. #1bd
VoG z X 11T

acid

glucoside (8), kaempferol-3-O-rutinoside

kaempferol

Rutin (1) : '"H-NMR (500 Mz, CDs0D) & 7.66 (1H, d,
J=2.0 Hz, H-2"), 7.62 (1H, dd, J=2.5, 8.5 Hz, H-6"),
6.86 (1H, d, J=8.5 Hz, H-5"), 6.37 (1H, d, J=2.0 Hz,
H-6, 8), 6.19 (1H, d, J=2.0 Hz, H-6, 8), 5.08 (1H, d,
J=8.5Hz, H-1"), 4.52 (1H, d, J=2.0 Hz, H-1"), 3.54
(1H, dd, J=2.0, 9.5 Hz, H-6"), 3.48 (1H, m, H-3""),
3.40 (4H, m, H-2", 3", 6", 5"), 3.28 (1H, m, H-4"),
1.11 (1H, d, J=6.5 Hz, H-6"). "C-NMR (126 MHz,
CD;0D) & 179.3 (C-4), 165.4 (C-7), 162.9 (C-5),
159.3 (C-2), 158.4 (C-8a), 149.8 (C-4'), 145.8
(C-3"), 135.7 (C-3), 123.6 (C-6"), 123.1(C-1"), 117.7
(C-2"), 116.0 (C-5'), 105.6 (C-4a), 104.9 (C-1"),
102.4 (C-1"), 10.0 (C-6, 8), 94.9 (C-6, 8), 78.2
(C-3"), 77.1 (C-5"), 75.7 (C-2"), 74.0 (C-4"), 72.2



(C-3"), 71.3 (C-4"), 69.7 (C-5"), 68.5 (C-6").
Quercetin (2): '"H-NMR (500 Mz, CD;0OD) & 7.71
(1H,d, J=2.5 Hz, H-2"), 7.61 (1H, dd, J=2.5, 8.5 Hz,
H-6"), 6.87 (1H, d, J=8.5 Hz, H-5"), 6.37 (1H, d,
J=2.5 Hz, H-6, 8), 6.16 (1H, d, J=2.5 Hz, H-6, 8)
PC-NMR (126 MHz, CD;0D) § 177.2(C-4), 165.5
(C-7), 162.5 (C-5), 158.2 (C-8a), 148.7 (C-4"),
148.0 (C-2), 146.2 (C-3"), 137.2 (C-3), 124.1 (C-1",
121.7 (C-6"), 116.2 (C-5"), 116.0 (C-2"), 104.5
(C-4), 99.2 (C-6, 8), 94.4 (C-6, 8).
Maltol (5): '"H-NMR (500 Mz, CD;0D) & 7.92 (1H,
brs, H-2), 6.39 (1H, brs, H-3), 2.33 (3H, s, H-7).
Ethylrutinoside (6): '"H-NMR (500 Mz, CD;OD) &
4.74 (1H, d, J/~=1.5 Hz, H-1"), 4.24 (1H, d, J/=8.0 Hz,
H-1),3.97 (1H, dd, J=2.0, 11.5 Hz, H-6), 3.89 (1H,
m, H-1"), 3.82 (1H, dd, J=2.0, 3.5 Hz, H-2"), 3.65
(2H, m, H-3', 5", 3.60 (2H, m, H-6, 1"), 3.38 (1H,
m, H-5), 3.34 (2H, m, H-3, 4"), 3.26 (1H, m, H-4),
3.15 (1H, dd, J=8.0, 9.0 Hz, H-2), 1.25 (1H, d,
J=8.0 Hz, H-6'), 1.22 (1H, t, J=7.0 Hz, H-2").
BC-NMR (126 MHz, CD;0D) 104.0 (C-1), 102.2
(C-1", 77.8 (C-3), 76.8 (C-5), 74.9 (C-2), 73.8
(C-4"H, 72.1 (C-3"), 72.0 (C-2"), 71.6 (C-4), 69.7
(C-5", 68.2 (C-6), 66.1 (C-1"), 18.0 (C-6"), 15.6
(C-2".
4-Hydroxybenzoic acid (7): 'H-NMR (500 Mz,
CD;0D) 6 7.86 (1H, d, /=9.0 Hz, H-2, 6), 6.80 (1H,
d, J=9.0 Hz, H-3, 5). "C-NMR (126 MHz,
CD;0D) 6 163.3 (C-7), 133.0 (C-2, 6), 116.0 (C-3,
5).
Maltol-3-0-[4'-O-p-coumaroyl-6'-O-(3-hydroxyl-3-
methylglutaryl)]glucoside (8): 'H-NMR (500 Mz,
CD;0OD) & 8.02 (1H, d, J=5.5 Hz, H-2""), 7.66 (1H,
d, J=16.0 Hz, H-7"), 7.46 (1H, d, J=8.5 Hz, H-2",
6"), 6.79 (1H, d, J=8.5 Hz, H-3", 5"), 6.45 (1H, d,
J=5.5 Hz, H-3"), 6.35 (1H, d, J=16.0 Hz, H-8"),
4.92 (2H, m, H-1, 4), 4.12 (1H, m, H-6), 3.75 (1H,
m, H-5), 3.70 (1H, m, H-3), 3.51 (1H, dd, J=8.0,
9.5 Hz, H-2), 2.52 (1H, m, H-2'), 1.22 (1H, m,
H-4"), 1.24 (1H, s, H-3").
Kaempferol-3-O-rutinoside (9): "H-NMR (500 Mz,
CD;OD): 6 7.98 (1H, d, J/=9.0 Hz, H-2', 6"), 6.70
(1H, d, J=9.0 Hz, H-3', 5"), 6.09 (1H, d, J=2 Hz,

90

H-6), 5.96 (1H, d, J=2 Hz, H-8), 4.81 (1H, m,
H-1"), 4.50 (1H, d, J=16.0 Hz, H-1"), 3.81 (1H, m,
H-5"), 3.63 (1H, m, H-2"™), 3.52 (1H, m, H-3"),
3.49 (2H, m, H-2", 5", 3.39 (1H, m, H-3"), 3.25
(1H, m, H-4"), 1.16 (1H, d, J/=6.0Hz, H-6"").
trans-p-Hydroxycinnamic acid (11): "H-NMR (500
Mz, CD;0D) 6 7.53 (1H, d, /=16 Hz, H-7), 7.42
(1H, d, J=8.5 Hz, H-2, 6), 6.79 (1H, d, J=8.5 Hz,
H-3,5), 6.29 (1H, d, J/=16 Hz, H-8).
cis-p-Hydroxycinnamic acid (12): "H-NMR (500 Mz,
CD;0D) 6 7.43 (1H, d, J=8.5 Hz, H-2, 6), 6.67 (1H,
d, J=8.5 Hz, H-3,5), 6.25 (1H, d, J=13 Hz, H-7),
5.86 (1H, d, /=13 Hz, H-8).
N-p-Coumaroyl-N"-feruloylputrescine ~ (13):  'H-
NMR (500 Mz, CD;0D) § 7.435 (1H, d, J/=15.0 Hz,
H-7), 7.428 (1H, d, J=2.0 Hz, H-7"), 7.387 (2H, d,
J=8.0 Hz, H-2, 6'), 7.106 (1H, d, J=8.0 Hz, H-2),
7.017 (1H, dd, J=2.0 Hz, 8.0 Hz, H-6), 6.786 (1H,
d, J=8.0 Hz, H-5), 6.777 (2H, d, J/=8.0 Hz, H-3', 5"),
6.416 (1H, d, J=15.0 Hz, H-8), 6.396 (1H, d,
J=15.0 Hz, H-8"), 3.873 (3H, s, -OMe), 3.324 (4H,
m, H-10, 10"), 1.617 (4H, m, H-11, 11").
N,N"-Diferuloylputrescine (14) : "H-NMR (500 Mz,
CD;0OD) 6 7.43 (1H, d, J/=15.0 Hz, H-7, 7"), 7.11
(1H, d, J=2.0 Hz, H-2, 2"), 7.02 (1H, dd, J=2.0 Hz,
8.0 Hz, H-6, 6"), 6.79 (1H, d, /=8.0 Hz, H-5, 5"),
6.42 (1H, d, J=15.0 Hz, H-8, 8", 3.87 (3H, s,
-OMe), 3.32 (4H, m, H-10, 10"), 1.62 (4H, m, H-11,
11").
N,N'"-Dicoumaroylputrescine (15): 'H-NMR (500
Mz, CD;0D) 6 7.44 (2H, d, J=16.0 Hz, H-7, 7"), 7.39
(4H, d, /=8.5 Hz, H-2, 2', 6, 6), 6.78 (4H, d, J=8.5
Hz, H-3, 3, 5, 5"), 6.40 (2H, d, J=16.0 Hz, 8, 8",
3.32 (4H, m, 10, 10"), 1.62 (4H, m, 11, 11").

C-2) A ¥ D HPLC 53 #7

HEE L -8 bW atEi s L, A Dy
® HPLC Z5#r&417->7=. HPLC &%y 70 7 7 A
Vo 77 —52 %K 21RF . EMRHASIE rutin
M Th-oT.
D. #E#

NFr (M) OFEEIERLZT V2D



EH (A D) DRGIEEZAT > T2fER, 164
DAbAEY (rutin (1), quercetin (2) , gallic acid (3),
protocatechuic acid (4), maltol (5), ethylrutinoside
(6), 4-hydroxybenzoic acid (7), maltol-3-O-{4'-O-
p-coumaroyl-6'-O-(3-hydroxyl-3-methylglutaryl) }
glucoside (8), kaempferol-3-O-rutinoside (9),
kaempferol (10), trans-p-hydroxycinnamic acid (11),
cis-p-hydroxycinnamic acid (12), N-p-coumaroyl-
N'-feruloylputrescine (13), N,N'-diferuloyl-
putrescine (14), N,N'-dicoumaroylputrescine (15),
isorhamnetin 3-O-rutinoside (16)) % HL§fE, [FE L
7= 1A J150%EtOHHh %) ODHPLCHL /3 7 v 7
7A VT ORER, ERHAS Eutn (1) TH Y,
ZOMDILEDEI~ A FT—H o ThoTo. Th
5096, 13~15IFRARICHD BN TH S
72, R L LTI ERIET S & T,
TORFEN T ValkTHDLZ LERTHE
EERVIGLAREMERELR I NT.

E. ZER

D) JEAEGHBAE SR 120 5 (1996)  “BEAFEIN
W4 " FRK8 444 H 16 H

2)Choi SW., Lee SK., Kim EO., Oh JH., Yoon
KS., Parris N., Hicks KB., Moreau RA.; J.
Agric. Food Chem. 55, 3920-3925 (2007)

F. WrEEE
L

G. HAAPEMEDHIRE. BR&EIRTT
L
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1. ALEW DA FHEE

1:rutin, 2: quercetin, 3: gallic acid, 4: protocatechuic acid, 5: maltol, 6: ethylrutinoside, 7: 4-hydroxybenzoic
acid, 8: maltol-3-O-{4'-O-p-coumaroyl-6'-O-(3-hydroxyl-3-methylglutaryl)} glucoside, 9: kaempferol-3-
O-rutinoside, 10: kaempferol, 11: trams-p-hydroxycinnamic acid, 12: cis-p-hydroxycinnamic acid, 13:
N-p-coumaroyl-N"-feruloylputrescine, 14: N,N'-diferuloylputrescine, 15: N,N'-dicoumaroylputrescine, 16:
isorhamnetin 3-O-rutinoside
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1250
: on 1
1000 ) g on
: (o]
750 OH :@;OH
] , 0y
] “ Y oH
500 HogDH oH
: OH
250{ L\A\_/\A“/\
o ]
| I I I [ I I [ I

‘5.0‘ B ‘10.0‘ B ‘15.0‘ B ‘20.0‘ B ‘25.0 30.0‘ B ‘35.0‘ B ‘40.0‘ B ‘45.0‘ ‘ ‘n‘1in

1=
o

100

15 11 14
: IRE
50- 12 10
i\

0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 min

2. BA BHHEWO HPLC k472 7 7 A4 U > (at 280 nm)

1: rutin, 2: quercetin, 3: gallic acid, 4: protocatechuic acid, 5: maltol, 6: ethylrutinoside, 7: 4-hydroxybenzoic
acid, 8: maltol-3-O-{4'-O-p-coumaroyl-6'-O-(3-hydroxyl-3-methylglutaryl)} glucoside, 9: kaempferol-3-
O-rutinoside, 10: kaempferol, 11: trans-p-hydroxycinnamic acid, 12: cis-p-hydroxycinnamic acid, 13:
N-p-coumaroyl-N"-feruloylputrescine, 14: N,N'-diferuloylputrescine, 15: N,N'-dicoumaroylputrescine, 16:
isorhamnetin 3-O-rutinoside
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JEAE TR AR E A B & (B DR MR TR F )
BETETRINE) O S BT D 72 8 O FHM FVE 2 B3 2 %8
(H29-& fin-—#%-007)
V294 BERFZE Sy HH R

BRI O 5 AT OOHEEARATIC BT 5 P
~ LA SO RS AT~
UEZSIE PN

LR FHEERT AR

MREE

IEEMDRELZRR D TETHD.

U A Al X BEAE SN 44 8 IR S,

(Ganoderma lucidum Karst.) OB AREE L T TER I FOREZER LB L TELNLTED
DENI) DL, FEAENGELNZLOTHD ] LEXRSNDIEWETHD. Kz
BT b7 — 2132 L<, SWEHBEIERDO OO E LT, HPLCK O'TLCIZ &
5D TR 21T o 7=, WAHHPLC/MHT OFE R, UVIRIHIC L 2 FE R — 27 3B b -
7o, —J5, TLCOM OFER, BERR=F /A ) — VIKRERBE TR L, UVIRSHZ X 2/ T,
RO.GAHTICHAME R B D AR » MRS NT-. 5%, ZD ARy MOV THBERER AT,

v A Uit (o xx 277

WrgEt
AT SFAE R LRI HEEER
A. HFEEH

LA A BEAE IR 40 SR S A,
v viiti® (= x> %7 (Ganoderma
Iucidum Karst.) DBESRIEE L <IEFEERULE
DEREPOHHLTHROATZbDOEZ VD) O
L, FEENLHOLNIZLDTHD ) LERE
SNTWD. HEE - Rk - KEIE, v =
BB~ % & (Ganoderma lucidum
KARST.) DR REE L <IE1FEE, UTZEoD
BRI E D, K, =& 7 — VLT @IbKFET
L CTEERE E SND . RIRIIIZ oW
TiX, BABLTEMMBEIITOE 4 IRBEFR
B RS I iR BRI S LT\ D 23,
IbFH 7T —213Z L<, BEtdEo—>& LT
BT bivs. I TARMETIE, RN O
ERSAER T o7 —Z OEFEZ HIOlZ, K
WA ST HPLC X NTLC /0 #T I & 2 T
Eta T o7z,
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B. W5 E
B-1) BB R OREK

LA AT B ARSI s 28 U T
AF L7z, BT R CRE 72 m ik o
n~ 777 44— (HPLC) HZEHWIZ,

B-2) {8 K& O E &M

Wi¥H HPLC X, Shimadzu Prominence 3 A7 A
(BERERT) 268 L7, et %2 Fitic
9. T & L-column ODS (2.11i.d. x 150 mm)
(b E A ZeR6AE) , 1 7 AR - 40°C,
P 0 0.3 mL/min, HIEPE 0 200~400 nm,
BAH : (A) S%EEEE, XY B) 7Tk R=FU L
(9 FE A Rd 44 (B in A) : 0—30 min (0—50%) ,
30—35 min (50—85%), 35—40 min (85%),
40—50 min (85—90%) , 50—55 min (90—100%) ,
55—60min (100%)). @/ n~ ~7 77 1 —
(TLC) 1%, TLC Silica gel 60F,s, plate (Merck £k
) AW EBREEEIIER T/ A Z ) —
JVIKIRWR (7:2:1), HEAEIZ 1 L.



B-3) kAR

AEHD 0.1 g & A K /—)1L 10 mL I 2 83
WAVERTS , Oy L CAE S s B A E R
Wik 1 & Lz, F£70, HARMIBIND S RIT
D 4 EBEAFESINY) B 3 S FE O e sd it B

He U CRUBHAIR 2 3R L 72

C. BRERUOELE
C-1) HPLC &3#7

LA Ui ORBHE KR 1 122\ T
HPLC 73 #7247 > 7o A5 5, 254 (or 280) nm f&
TERFFRF 2N TIE CHIPHIZ 10 e — 7 2381
Hah, EEREE—2 O ool
(¥ 1). XoT, KEROHLTHMT S L
HPLC (2 LD ES IR EECTH D Z & Hor
e X7z,

5 A4 WUBEAFUS N B 32 RS Ge il o e 5B 1
HPLC CTH /T VU U A ZRHET 52 LA
ENTND. RRBRIEFLEICHE > TR L 723K
BHAWE 2 125V C HPLC 00T L7558, [ L &
I 10 e — 7 BB I, FRlc 2T v
A ZHRICON TED O TIE RN (¥
2).

C-2) TLC 43#7

LA A OFEHATR 112DV T, TLCHAT
AT ToRE SR, RO.6fFHIT IR 2 Sl D X K
FHERR I T2 (K3). A%, ZDOAKRy T
ONTHERER 21TV, (LAY DIRIE ZRA D
TETHS.

D. i

VA Y o bR & LT, HPLCK
O TLCIZ & 2 Fwa9 34 247 - 7= WifHHPLC
ST ORER, UVRHIZ X 2 FER e — 7 133
ootz —J, TLCONr OfER, Bl
TF VAL ) — VKRB TR L, UV
IZ X DT, RO.6fFHTICHR 2 HE D A &K
FERR SN, A%, TOARY MIDONT
SEERE ATV, [LEMORIEEZRRDL TET
5.

E. &3k
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5 4 IRVEAF AN H R, SRR 20 4 10 A,
HAR IR =

F. Wi
L

G. HBMPEMEDHEE. BRI
L



rrJAU
100 (@)
o e ]
00 50 100 150 200 250 300 350 400 450 min
mAU
251 (b)
00 50 100 150 200 25.0  30.0 350 40.0 45.0 min
rrJAU
57, (C)
o]
00 50 100 150 200 25.0  30.0 350 400 45.0 ‘min
rrJAU
257 | (d)
ooé
2.5
00 50 100 150 200 250 300 350 400 450 min
1. #EHAW#E 1 @ HPLC 4347
(a)254 nm, (b) 280 nm, (c) 320 nm, (d) 360 nm fHH
n]AU
503 (A)
250
0]
200 28,0 30.0 35.0 40.0 4.0 min
mAU
2504 (B)
0
20.0 "25.0 "30.0 35.0 40.0 45.0 min
2. BBHRIK 2 @ HPLC 34T (at 254 nm)

(A) Bk, (B) Ganoderic acid A
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3. RBHAWE 1 @ TLC T
I~31ZEC b (3E5HT)
(a) 254 nm, (b) 366 nm, (c) AhiEERRikMETE % INEL
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JE AR ERF B A B (B b D& AR HEERF JE )
BETF RN O S B e PR D 7= 80 O FHN TYEIZ B3 2 58
(H29- £ fih-—#%-007)

PR 294 FEMT SR Sy A e

BEAFIRIN 5 A o3 AT L2 BE 9~ S F 52
~ AN < AR AR D 53 Bk D Fes~
e e e W SEmiERFESEE MR

MAEBEE MEEEICH XX, HARMBIImS [BEFERNY B 8 B4k ) 12U S
NTWH AV ART A ORSHEOBRFTZ LB L., I~MAR T LD, <
(Sesamum indicum Linné) DOFEFNHELNTZ, BV I VKOS VA2 TR THD EE
BINE. LrL, 2o OEEGIIEME TH Y, EEFMARETH 5. & 2 T, fHxHE /K
B E 2y 70 ) 7 7 L AHPLCERIEZ R LTz, S BIS, AFEEZ I~ lAT
MEB DFRERIE D F 70 5T, fx 7p I~ iSRRG IS BT 2 & & ~IS AT 5729, /it
QY E—N, I, 2B IVROEYEY L L RFETIE, I~ U 7 U8
ERBRWIGE ENELITH L L) 77 L2 (BEXaF—b, B hE— /LD AFLFEE
K, 7FVHEER L OANF VIVFER) 27 A L, EROZYUMEEZRF L. TORE, &
Nu =), FYE— VDA FIFERLOT T FHERIZEBO T, xR EfiiE & F%EOE

EEZR L, RS9 RFETOmOWEIIMEZ REET D 2 & SRR S LTz,

A BFFEEH

T AT A{E#I(Sesame Seed Oil Unsaponified
Matter)lX H K& IR T8 4 BEAFIR
B EHUE T (LT, 4 iRE E8UE) ICTHUE S
NTWD., I~vHATAYOEERT, 2~

(Sesamum indicum Linné) OFEFNHE LT,
EHEYVEERSETHLOTHD V. R
BT, NEMREIA 7 e~ N7 77 4 —I2 &
LHPETHSTD, WHREE I~ 7T 7
A —IZBWT b BT R AlEECTh o7z, £z,
RO RN TIE, B I v B XYY U8 E
K THY, BVE— LIEARLORMITH D
Z L DHERR T & 2. AR TCIE, W RIKIK 7 v~
7T 74— T B ORBE 21TV,
Z DR A F2hE L7228, ot &247 5 LTl
RIEWESBNLIE L 2ol L L, B I B X
WEHEY COEELITSETHY, AFRHE
Lo TS, Z 2T, BED DR 7 m n)
7 v~ k27 7 4 — (high-speed countercurrent
chromatography, HSCCC) (T & % HiffE Ry % 37

98

7= P TR TN Y /R T L) A
B ) —VIKEETR (7731713, viviviv) - % O T2 4
B, BMEOEY I BLONEYEY & B
il 5 o LnTEREY,

AREFETIX, T~HWART A TZ T TR <,
B & 75 2~ BT A 5 T O X B S AT
ERa Lz, £ 0k E LT, MR VR E R
(Relative Molar Sensitivity, RMS) Z /22>
N 77 L AHPLC ERIEEZERETHZ &
& L7z, AFHEE, RMS & B — 27 mfEHIc LY
IINT R R A MBI E&ET D 2 & A AHE
Thsd. DEV,RMSZRETHZ LITLD, 5y
BT 6t S 8T D FE HE L HE D 9 B AT BE 7 £
MO R R E WD D KIFZRICBIT 54y
Pretgex, I~V 7 gEHovde—n, &4
Ry, eI vBIeEYrEY L
(Fig. 1) . &5\, I~ U 7 V8 L RIZEORK
W R xR EmEs v 7Y 77 b
AL LTCHRAT DD, 2~V /F e dham
WiEZ RSB b EmE ARG RICTT A
VI B ERBIZO. T A L LT ATEED Y



YN T L A RAWT, RSO E &
DOFYMEZI L, I~ U 7 F O KRR Y
VIONY Ty L REEEERFTHI L L
L7-.

B. BF %L 5 1
T MATAAEIENTHRINTND
D& W=, <l el sl 293

VEX Y b —o L Ak AREA LT

T RKFE : A b7 —H METTLER ML303/52
LC % @& BOHE O OfF o # #®
LC-20AD/SIL-20AC/CBM-20A/SPD-M20A/CTO-
10AS ¥ ZF I
B NMR % & .
600MHz

HAE 78 JMM-ECA

I~V I UHEOBLIR V) T L
A LC BT - /GBI T 2 b= UL/ R
& ) — ViR (50/50, V/V) ([ZX gL 7=,
BEFEIIZIE, 0.1% FERKIEIR (A) /0.1%X#ET
h=RrU (B) L, A/B:5545 DT
AT TT 4w T EITS T

717 I TSKgel ODS-100V column (4.6x150 mm,
3um, H Y —fh#)

BT NIEFE  40C

P ;1.0 mL/min

B E  190-800 nm (7E & : 290 nm)

HEANE 10 ul

IV F U T LN T b
ADTHA L kY ET—NIZIT—RAZ L 1-
TaETHE L, - T aEANFY AN ESE, A
FOVFHER, 7T VFEERL LA F U LaHE
KEARR U= il e UC, R0V v L&A
Lz Fho,f@sh s~ 7 ok
PUbEmE LT, BaF— g -,

iE B NMRZ X 2 #lEEREA : 50k LT, Y€
—)b, BV B LU n TR
il eI B XA T
AT A7, AFFHEIR, 7 FVHERE X
ONF VB ERIIARICTER LTS D
= LAY

99

T — 2% 60,000
7V A 90°
FEIERER] @ 60 FY

0 UIEH - 8~16 1]
#BINME - -5~15 ppm
At . B v a kLA

RMS OHH : 4f I~ 7> B L4 5
DTFPFAL L Lz 7] 77 L AITD0N
T, 0~100 uM THExHR &M Z ER L7z, %52 v
TN 77 L RIZKTHIAY TS D
BEBROMEE DL LY, RMS #8HH L7,

L) 7 7 L A HPLC & ik D 2 2 3
fili : SR> 7= RMS Z T, # i i B fiis & O F
BEA R L2 Ele, B9 (7 A
LRBEFE) THO Y 77 LA HPLC &
BIETOEEEERFI L. Ao 7 A%
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Table 1 &£ NMR 21T 5l 254

2HE%

ExXO;F—IL 98.4

)L AFILEEE(R 97.3

JI27LUA JFILEER 98.1

NFUILEER 97.6

9 E—IL 98.5

S S FAE g iy 0 99.4

(+)-IEEHY IV 99.2

(+)-EYEYD 98.5
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Table 2% 2 7Y 757 L2 AIZ%T 5 RMS D& H

ST ) TFPLUR| A EME| 1.25-125u4M | 20-100u M | 0-100 4 M | FE¥+SD
B E—)L 0.74 0.73 073 10.732001
e FTRSS) 155 {54 154 |154+001
ExBET—L TEtH = 154 152 152 |153+001
THEYS 156 {54 154 |155+001
BHE—L 0.94 0.92 092 |0.93+001
. e 197 .94 194 |195+002
= 3=}
FAFIVEERA TELH I 197 192 192 |194+003
THEYS 1.99 1.95 195 1196002
B E—IL 1,06 107 107 107001
o e 293 295 205 | 225+00]
= 3=}

IFIVERA TEtH I 293 293 223 |2.23+000
THEYS 2.5 226 206 | 226001

FETIE—T ND. 047 ND. ND.

o ey ND. 1.00 ND. ND.

Q = 3=
NEVLVERE oy s ND. 0.99 ND. ND.
BHEYS ND. 1.00 ND. ND.
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Table 3 HaixtkiEMRIEL > 7L 77 L2 2 HPLC EEEIED EBE O ik

GrpEEE TRE RMSiZ =iE _
mM =SD EXROF—IL| AFILFER | TFILEER A DILFER
nM=SD | mM=SD | mM=SD | mM=SD
S R iy N 15.7+0.12 15.9+0.21 16.9+0.28 14.7+0.16 30.7+0.67
! U E)D 5.7+0.14 5.9+0.15 6.3+0.18 5.5+0.16 11.5+0.47
o+ SUEX Iz 21.4+0.03 21.9+0.31 22.5+0.42 | 21.1+0.23 44.6+0.23
IEtEY 3 21.0+0.07 21.840.32 22.3+0.45 | 20.9+0.26 44 .8+0.29
= g 53z 42.7+1.05 42.2+0.55 44 1+0.77 44.9+0.88 91.0+1.91
RTAEY | EUEYY 17.6+0.15 17.7+0.29 18.5+0.25 18.9+0.22 38.5+1.47
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Table 4 R 5H &M ToI~ Y 7 I U HOEEERE (Xt —1)

EXOF—IL S T SUEX SRR ALY
SRAMERE | €YY | YEUY | Y3y | IEEY SV | Y3 | #HEUY
uM=SD |mM=SD| mM=SD | mM=SD | mM=SD | mM=SD | M=SD

25 175401 | 62+08 | 244401 | 244+03 | 421%12 | 17.7£03

TSK%G\'/@;&?OV 50 178402 66202 | 242402 | 237403 | 41805 | 17.1=£0.1
100 | 170202 60403 | 22405 | 219+05 | 42404 | 177=01

Yoriige 018 25 176402 | 65+02 | 24403 | 241403 | 47502 | 19503
g 50 178402 | 64+02 | 237402 | 233+03 | 449=05 | 18705
100 |167=0.1] 6100 | 223+05 | 219+04 | 44102 | 180=05

YU C—Pack Pro G 18 RS 25 179400 | 68+01 | 252404 | 24805 | 465+11 | 19105
o Gt ) 50 180401 | 6700 | 24601 | 244+02 | 440=10 | 18606

100 |172=0.1] 62+05 | 228+05 | 223+05 | 434+07 | 181=07

NETEX 25 177400 | 64400 | 24602 | 241405 | 413+05 | 172+02

P henom cnext80) 50 17801 | 66-£0.1 | 24201 | 237402 | 418=05 | 17402
100 |169=02| 61+00 | 22701 | 233+02 | 42704 | 177202

1005 25 177401 | 6602 | 24401 | 239+01 | 412+04 | 17202
Sl o a0 50 18201 | 66-£0.1 | 24204 | 238+03 | 422=05 | 17.7+02
100 |171+01] 62+03 | 222+04 | 220+03 | 422403 | 176201

T mM£SD 175£043] 64024 | 2386096 | 234094 | 433=186 | 180+07

RSDY% 24 38 40 40 43 39

Table 5 BARB 9K THO I~ ) 7 ) L HHOEERKE (X FILFHER)

AFILEE S T X SETR ALY

SREMEE | €95 +w9TUY | €95y ICe¥so | &9y wHEUs

AM£SD |mM+SD  mM=SD | mM+SD  mM=+SD | mM=SD  mM=£SD

2% 175201 61208 | 235400 | 234403 | 460+11 | 19302

TSK;;"/‘E’Q%’OV 50 181203 | 66+03 | 231403 | 228+04 | 414208 | 17.70.1
100 [174+02 | 62403 | 224206 | 218+06 | 43203 | 180=0.1

Xoritgs 018 25 177203 | 66202 | 237402 | 234402 | 437205 | 179403
a0 50 182403 | 66203 | 230402 | 226+03 | 407404 | 16904
100 171202 | 63+00 | 224206 | 220+05 | 43001 | 175+04

25 178200 67201 | 243406 | 239+08 | 447403 | 183402

Yme Pfh‘;"ciim@c)w RS 50 183401 | 68+0.1 | 237+01 | 234402 | 41008 | 169+04
100 |[175+01| 63405 | 228+05 | 223+06 | 42708 | 178207

NETEX 25 177201 64200 | 228405 | 234404 | 456+01 | 19.0+02
Phenon T gy 50 182401 67201 | 235402 | 229+02 | 415207 | 172403
100 [173+02 | 63+01 | 228+02 | 224+03 | 44004 | 182202

1005 25 178201 66202 | 234402 | 200+01 | 446207 | 185+03
MRS 50 185401 67201 | 232405 | 220+04 | 412402 | 17200
1000 [174+01| 63+03 | 221405 | 217404 | 432206 | 180+02

5 mM £SD 178+040] 652021 | 2312057 | 228+063 | 431163 | 179068

RSD 22 32 25 28 38 38
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Table 6 #7505k CoIT~ Y 7 D

EERR (7 FNVFHER)

JFILEEG S< T SUEX SRR ALY
SRAMEE | Y3 | EYEYY | Y3y | IEEYIY | Y3V | E9FEYY

M +SD |mM=SD | mM=SD | mM=SD | mM=SD | mM%SD | mM=SD

25 170+£10| 59405 | 220202 | 219+02 | 435+11 | 182205

Tsﬁgﬂﬁﬂéégov 50 15801 5902 | 217402 | 213+03 | 41408 | 167=02
100 [162+02| 58+02 | 2056+02 | 219+02 | 418+06 | 175+02

‘o 25 162402 | 60+01 | 222403 | 219203 | 437202 | 17902
rdge C18 50 16001 | 58+02 | 213+02 | 210+03 | 414+05 | 17305

w aters*iﬁ) B —_— . o —_— B B — - B — B B — B B — B
100 [160+00| 59+00 | 222+01 | 218+02 | 413+01 | 16804

25 160403 | 61402 | 226203 | 222403 | 444202 | 182200

YNe %ﬁ%i;%g18Rs 50 160400  60+00 | 220401 | 218202 | 414202 | 171202
100 |163+01] 59+04 | 205401 | 220+02 | 415+07 | 17306

NETEX 25 16402 | 59400 | 220402 | 224+02 | 446+01 | 18602
Phenom onext &) 50 16001 59+01 | 217201 | 213202 | 41.2%03 | 171202
100 [162+02| 59+00 | 227402 | 223+01 | 415+01 | 1720.1

10052 25 163402 | 61402 | 224404 | 220+06 | 446202 | 186+01
A 50 163402 | 59402 | 222404 | 218203 | 406202 | 170+01
100 |165201] 60%02 | 204401 | 222402 | 414402 | 173+0.1
15 mM +SD 161£0.18] 59009 | 2224042 | 2192039 | 4222138 | 175+0.60

RSDY% 1] 15 1.9 18 33 34
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BRI A EZFHIZNE SN TR Y, ERkIE
TURATITECVHEBIOEFT AT Y UM
N ENTHD V. —F, Reay UEAaHE

(Monascus Yellow) (%, % 9 iUESRINMA E
TROINE S, FERSIEFY S MEFV UM
LRENTWVD. WFhb_X=ay i

(Monascus purpureus) B EK L TWHEFETH
L7, BRISefEoit BT L0 B Dy
NEATHAREMEND D Y. T 21, KI5
T, ENRELOR=ay VERB LU=
Ay VHAROES B AR T O L
7z.

DIRITIE, R=a v VAR OREOFERTIL,
HPLC (T X il ZREE TH -7z, £ D72, &
EF 2 n~ B/ 57 ¢ —(HSCCC) 72 & % Fl
H UTe Ty O FRIE 23 A, B 7~ o B
% e L 72 HSCCC 1., -2 Jh— < ik
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ra~vw 777 4—ThbHlcd, 7 LDR
ALERIWeAE D3 70 <L TR 2N D50 3R A0 72 Sy BE S BT
TELHETHD Y.z, R=av @k
Z HSCCC |2 XV gt 2470y, Bk ORET
AP AHZ e L. =T, REeau VR AR
D ERMIIE, HSCCCIZ LY Vv hEF VA
BIOXFV U hEFVUBRERD EBESN
720, WTNOEELNATRECTCH-7-. 2 2
T, BELOWHEO S VB EEL R ET D
7o D T R E OFEHESL T S 72\, FXEHE
IV £ (Relative Molar Sensitivity, RMS)IZ K
Ly ) 77 L A HPLC & B iE & R -
Barrsz L.

B. FRE 516
RoayVaEBLOR=a v VAR,
SRR T 7T A B EoENTATA
BRbOZHW., B, ¥ FEFTA
BXOBoO 7 ) 7y L2 dE LT, DL
fiEfRlo L T a KAV KR T R



U L =K T

B RFE . A N7 —H% METTLER ML303/52
LC % & BoE OROE P ot R
LC-20AD/SIL-20AC/CBM-20A/SPD-M20A/CTO-
10AS ¥ AT A

HSCCC #£i& : 7> U pE¥E4T 5 Easy-Prep CCC
(multi-layer coil planet centrifuge), GL # 1 = &
f1:84 PU714M LC/UV702/SC762/PLCT761 > AT
N

NMR % & @ H A®E 7% JNM ECA MHz

spectrum

Roay UEaFRO LC mBEDHT - *geEEhT T

b= MU/ A K ) —)ViRIK (50/50, V/V)

WX VAR L 72, BEIFEICIE, 0.1% FRE/KIFIK
(A) /0.1%XH A% /— (B) ZfEA L, A/B :

45/55 % 1.5 /i fElfERE L, £ D%, 154312T A/B:

208 DY TV Nk EIT o 7.

717 I TSKgel ODS-100V column (4.6x150 mm,

3um, HY —fEH)

BT NIEFE - 40C

Pk ;1.0 mL/min

I B © 200-550 nm (& & : 500 nm)

EAZ @ 10 uL

NR=a g VEGEED LC oBEoHr - s5aEHT
KIAZ 7 — ViR (30/70, V/V) 12X 0 FRHd
L7-. BEIHIZIE, 0.1% XBRKAER (A) /0.1%
XA L 7 — (B) “fEFHL, A/B:70/30 %
TAITTT 472X, 105MONN 21T
277,

717 I TSKgel ODS-100V column (4.6x150 mm,
3um, H Y —fhH)

T HIRE 40°C

Wil ;1.0 mL/min

% 200-500 nm (E & : 460 nm)

FEAR 10 uL

NR=a P30 HSCCC DAy BESHT « kt53R
Bt Bk KOV BIEGEK (50/50, VIV) 1
Wi LTz, AR, ~F Y v/ EER T
[ AZ T —IV0.1%F KWK (4/5/4/5, VIVIV)Z
A7, JBEE X, Type-J =24 V&2V, &l
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AE—R%&1000rpm & L7z, £z, A VEE
%, 350mL TH Y, EEMICIE, REEZFREL
2. BEMIZIZ TREAZ AV, #iti# 2.0 mL/min T
B LT, 7ok, TN — U 2t o BRI,
A VEEIX 75 mL, P (X 1.0 mL/min CTiEg
L7z

NR=a vy VHEAFED HSCCC DAy BT « %5
Rkt E BlEis LOTREIRAGEKR (50/50, V/IV)
ZVEIR Lo, ZHIABER X, ~F Y v /HiR =T
TV A B —)10.1%F B KBS (1/5/1/5, VIVIV)
W= BESIE, TypeJ aA V&2 HW, 1=
DAE— K% 1000rpm & L7=. F72, A LE
&L, 350mL Th v, EEMICIE, REZRE
L7z, BEfHIZIE MEa2 vy, JiiE 1.5 mL/min
TEW L.

HEtL7-%H o hEF ABIO B OER
NMR : Hft L= hEFh > A BLUB
% 0.2mg/mL 1,4-BTMSB-d, % &1 BE A ¥ J — /L
1.0 mL CTHMEL, ZD 55 0.8 mL Z NMR EF
22—\ L.

T — X% 1 60,000

IV A 90°

FESERER : 60 FD

HEU IR LA - 8~16 [A]

B © -5~15 ppm

RMS OHH : ¥V hEFT U ABLUB L
TN T L RO W T R A
LT, v Ny 77 LR (AANRY Y
0 AANVKEET N T AZKF DS &
WOV I hOEEEZHEHLTT Y —
K L) T s hEFV U ABIY
BOMREHROMEOLLLY RMS 2R L7,

U7V 7 7 L A HPLC E &5 D 2 Y MEETE
i + K72 RMS Z HW T, #a i Bfiis & O F
BEZ I LT, 708, Maxhi &Rtk TRV
HEGL 21X, HSCCCIZ THIBERS R L /=% > M E
FUUABIOBERWE. £, B 504
W (17 2088HH) Tov L) 7y Ly
A HPLC E&IETOEEMEZHEFI L2, Hniz



# 7 A TSKgel ODS-100V  (H YV —#L#d) |
XBridge C18 (Waters f-:%%) | Inertsil ODS-2 (GL
B A = AfEE) | YMC-Pack Pro C18 (YMC #f
#) 3 KO KINETEX (Phenpmex #84) T 5.
LI, /™NT 7V 77 L A% 25
uM, 50 pM & 100 uM O 3 FEXE D F 72 B IR FE I B
WCE RO FBMEZ MR L7,

C. ot %

AWFFECIE, EIRNTHE L TW5 6 DO~
—ayVaBREY T E L THWE TRb
OHPLC 7 1~ k7' J L% Fig. L IIRT. Z O
B, A OV T VTR 4 SO E— 70
RS N0, it 7 ciiae B
sna< h T LONRE— %R L, AR
MTERMNST. LT, R=ay RO
AY7¢ HSCCC Maficix, A 4oV v 7% FHu
7.

A T HWT, MS iz & v 45+
AF V=T ERELEZZOLEDOE—7 ad
5 ddMS A7 L% Fig. 2 (2R LTz, 55T
BRIy, ¥—Zalb =7 ctdiThFhn
DFAFT =T N— LT, i RMR
DO AREVENRIB S Tz,

RIZ, HPLC 12XV, A ftOoE—2 a vt d D
HSCCC THW % i 7e —JE IR & ket L7z,
Z O BRI O S Bl X OV BER £
FER A Table 1 1Z/RLTZ. TOFER, R=ay Y
BFEOE—7 a nb d ONEBRENRENER
0.29,0.26,0.77,0.72, 53 BE£RE A3 A/C 2.66, B/D 73
277 THDHIA~FYVV/EERT F IV A X ) — )b
10.1% X BR KR (4/5/4/5, vIvIviv) ZERAT 2
el

A% W T, HSCCC 1T & % HiBfERs Tl 2 5=
MEL7-. 20 & XIHELL HSCCC 7 v+ k
27'Z 1% Fig. 3 12k L=, HSCCC il i &
0, [ E A O REEER I 70 %, S TR IR 150 4
TodH->72.HSCCCZ v~ ~ 7T KNTEWT,3D
DB — 7 N S 7= 72 8, Fraction I 7> 51T
SEUTz. Fi2, A% ) — VE#HIZEL ST, &£ T
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DTG DA T & 7= (Fig. 4) .

HSCCC T43HL L 7= Fraction I )»6 M % F 417
AU HPLC TH#r L7o#ER % Fig. 5 IZR L7z,
Fraction I T, B/ v — 7 NHER I L2 o
7273, Fraction I B L O TlXFNFN 2 ADE
— 7 RS 7z, L L, HSCCC OFEFR L v,
Fraction I 23 & R D WU 2358V 500 nm TD
E— 7 BENRS, REKSELZEHLTW
7272, Fraction I 2N % Toh 5 & HWr L 7-.

HSCCC 1T X A2 ENtlEfh =237 JEaED
IINT &S L7= . HPLC THOMnNEETH -72 6
DO = a7 V%% T, HSCCC TD 4y
Bt/ S 2 — e Lz, AN, BS I Emirty
BExoblalie/e _HIBEHR T LT ¥ ) —
v BTV KEEHR (415, viviv) 1A
L, HSCCC IZ ko mthziTo 2L & LTz, £D
HSCCC /it % Fig. 6 B L QN7 IR Lz, %
FFRIX 40%ToH v, S HTReElIE 50 55 Th o 7e.
ZORERLY, TV ADS FIXoHE 2 —
VRO T IR, ZFY TNV TER
T HRRTIT R~ T,

NR=ay VEAFIZEBW T, R FFL (8F)
DY T NnE W=, HPLC (2 LV %> hE
T AR X UYB O 72 T EIESR O 57 B bR
L R AR LT, 2 OfE R % Table 2 12
R EDRER, ~F Y U/ EEB T VA S ) —
JU10.1% B KIATE (1/5/1/5,vIvIvIv) 2 £ L 7=

ZDORMIZE Y, HSCCC 1T L 2 Bk % 52 hE L
7. 728, BEMOREERIX76% TH Y, /T E
M 45045 CTH->7-. HSCCCDZ u~ 7 F A

(Fig.8) X v BAHEZ: 2> ¥ — 7 (Fraction A 33
FOB)A MR S 4L, BB 5 Z R TE .
5T, HEERER L 72tEWE MS A7 hL
L MS/MS A7 hUZ LY P heF v
HThDEREINT (Fig. 10) . Wb iER
'H-NMR (Fig. 11) {2 X Y ,NMREF = —7IZF
P hEF T2 Al 2.94mgt0.018, ¥ hE
722 Bid 1.40 mg+0.040 ThH > 7-.

JER NMR THE LN EREICHEKSE, T3



FEFT U ABLIOB, Vo7V 77 LA
(IR Tl Ry 7 a WA VR RS
MU D A=K O G FEND NN TR
LAOEBEZHEHLTZ U —EL LI)ITHONT
Mot 2 /ERL L, RMS 23R, Fig. 12 B &
W Table 31Z/xL72. ZDOfER LY, ¥V FE
F 2 A D RMS I 8.75+0.06, > hEF v
> B ® RMS L 14.8+0.25 TH Y, T DT
DIREREIZB N THIMEDOEWETH > 7.

4 FEOENTEL TWAHR=ay Ui HER
A& T, ekt REfifiE s 7
77 L AHPLC EEIEIC T ST
MOERMEEZ I LT, O8R4 Fig. 14 &
Table 4 (27~ L7, B/ IZBiZ LR EREIEIC K
0, MR AR & RIS O EBMEN S S, Bk
7R ERMED MR STz,

£z, 8725 HPLC O &z nW T, v
7NV 757 LA HPLC EEBIETOERME R
ALz, RWFFETIE, SO T L &2 DOBEIE
Sk, WINT B TN T L AR R
B L, TOfEE% Fig. 12 & TableSlZ/R L7z, &
NWENDH T N EE R BEMHSRIEZRE L,
TN T L AERIETCHELONTLER
EIZFY > bEF T A T 9.2 pmol/g+0.23
(RSD 2.5%) , ¥ %> hEFT > B TlE

3.2 umol/g+0.10 (RSD 3.0%) T 7=,

D. B%%

ARG TIE, R=av P e nEgT 5=
Ay VHRB IOy DEAFEOH T
HERBR OGS 2 FEhi L7z, IR T, R=a v
VX HPLC TOSHTIXREECTH 7. Wz
2, Y UHER TV A X ) — L /0.1% K [k
IKVEHR (4/5/415,vIvIvIv) D —FRERIE R % VT
HSCCC |2 CHifERE 5 & L 7= 558, 3 -2 Fraction
\Z 4y B C & 7=. HPLC M 217 » = fE &,
Fraction I |XBHRE/R B2 — 7 N L IL72 x> 7273,
Fractionl ~IMIZB W T, ¥— 7 BNEE I T,
Loz & HSCCCIZ LW R=ay U@k
DERY & BN ER T N TE
WX D, FE T, mBEME ARG IS D

121

TENTZXDHEEBEZOND HEBEERTHD
TH =) BEE TV Kk (4/1/5, viviv) I
ZH L, HSCCC TOHMradTH Z & & LIZRER,
FEIN PG DN =2 7 U438 (2 T HSCCC 47
INB— WO T IR o7 B E LT, &Y
CTNDREERFMENERY, GHT DRy R
RHZENFETFLND.
RoayVHEAEOER D THLHXT 2 bE
TV ABXOBOEELPAFARAETH D
728, HSCCC (2 C HEEE S 2 520 L 7=, —HIR
B ORE 2 LTIekER, ~F% % U /Hig =T 1/
AL ) =01 %F FEKEEHE (1/5/1/5,vIv/vIv) D3
KECTHDHEHW L. ZOFMICLY EIT 2
D@ Fraction #1525 Z & X TE,LC /00T DR,
Fraction A [ ¥ > hE7F T 2 A, Fraction B |%
XY REFT B THDLHERETEZ. £
FRUHBEL -V PEFUEEAEAWT, &
B NMR (2 CHaxt B2 RSO, RMS ZH I L7-. &
DFER, FH o FEF T ADRMS I 875, F
P hEFTTUBORMSIZ 48 TH o= Zh
S5DORMS #HWT, R=ay UEaFERFR O X0
Y NEFVUHEOER LRER, 1EROM R
BRIENOR/OND EEMEFEOMERL,
S LT HPLC DT StE (7 AR08 EHE) %
EELTHEWHERMENHER SN

E. iR

AFERLY, BEEHRMR=ay ol
=3y VEAEDORHKEIZONWT, Elsy
HE O THBRFT2LEERET . 20
OIiE, A%, thof@Ehmbao T, HEMR
R L OB EHED D MLEIER D D & fE
AT 7. RBFE D OFEERIZ T REIC T,

RoayomadE RO ERMSIEL, HPLC 12
X HFHmIXNEETH Y, 5%, HSCCC 72 &%
FIH LI ERSORERLETHY, FIlkE
3L, RBOBELROLND.

RoayDHEESZ: FIZXF YU P ETVUABR
LTOFH o v 2 UBRERDERESND.
L LN, WInoERERL S AFNETH
L5720, RMS IZXkB v 70y 77 LA



HPLC FEEIEAMEE LT~ Z O 5, UL o
O, i cfie Y hEFVUEDOER
NA[RE L 72 o T,

F. BF e33R
1. f SRR
Hrlze L

2. PR
1)  EEARNR, WG =, ZHZT, LEK—,
BVLEHE, VHHHEE, HREE, LARER,
MLy, RIS 1, H e B — - FEXTE LK
EREEERAA LR =ay PHEAFE O
X hEFUUHEHOEREOMNY. BA
B EFERE 23 FiRe - ks (=
HIEGET) 6 A (2017 4F)

BB, THIGHE=, AR, R T,
Hz E#E— : HSCCC/QNMR-HPLC (2 X %
FHXFE VR EER B AR L7 KRR R
DXV hEFVUDERIEOHEE 28
Bl7a~ h7 274 —B5aiE O 1
H (2017 4EJE)
Miki Takahashi,
Sugimoto, Kyoko Sato,

2)

Naoki

Inoue

3) Yuzo Nishizaki,
Koichi
Development of Quantitative Analysis of Main
Components in Natural Products by Liquid
Chromatography with Molar
Coefficient Ratio High-speed
Countercurrent Chromatography PITTCON
2018 (Orlando) 2 3 (2018 4%)

B AR, PEIAE =, AR, R T
AT, R, ST, g B
B ORI EL RfE Loy v 7
VY 77 LA HPLC ERIEDOBFE HA

Absorption

and

4)

B RES SRS (KIR) 3
A (2018 4F)

G. M PEME D HE, &R
Briz7p L

H. 2R/ IF R
HrlzZe L
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mAU

A oV SR i 500 nm
0 — 5 10 15 20
Téy min
B M 500nm
0 5 10 15 20 .
mAU min
mAUO 5 10 15 2.
1
0 b S0
mAL0 5 10 15 2
109
s
mAU(; N 5 10 15 2.
F‘Ioé M/\/\/M
0 5 10 15 20
min

Fig. 1 ENMEMOR=2ay PEFEICBITAHPLC 7 a~ R 7T A
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426.2
100 100
a
m/z 50-550
)
% &
.| . | |l Ll
0 200 400 600 800
m/z
454 2 100
100
C
m/z 50-550
%
0
%
| | N | s lm.. !
200 400 600 800
m/z

426.2

b
m/z 50-550
| IIH
200 400 o 600 800 m/z
454 2
d
m/z 50-550
., 0l
200 400 600 800

Fig. 2 AftOR=a g PR POE—T A~D D NS AT kL
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Table 1 E'—727 A~DIZHI 5 “HEESROEAE (K) B X OTEHER ()

Two-solvent system K +SD o
~FAY ST TH = AS = K OI%FEKIRI a b c d ale bid
0 5 0 0 5 0 0.21£0.01  0.18+0.01 1.56+0.27  1.38+0.22 743 7.67
0 4 1 0 5 0 0.36£0.01  0.32+0.01  2.59+£0.08  2.16+0.04 7.19 6.75
0 3 2 0 5 0 0.80£0.01  0.83+0.01  4.64+0.12  3.98+0.11 5.80 4.80
5 5 0 5 0 5 0.06£0.02  0.06£0.02  0.19+£0.05  0.18+0.04 3.17 3.00
4 5 0 4 0 5 0.29+0.03  0.26+0.03  0.77+0.10  0.72+0.09 2.66 2.77
35 5 0 3.5 0 5 0.44+0.02  040+0.01  1.41£0.07  1.32+0.06 2.59 330
3 5 0 3 0 5 1.11£0.04  1.07£0.07 4342025 4.27+0.21 391 3.99
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1200

1000

@
3

400

Absorbance (mA)
3
o

200

{=d ~
BEIOVE | 5550001 954030
\ I 1 r 1
30 40 50 60 70 8 90 100 110 120 130 140

Retention time (min)

Fig. 3 R=a W AFEOHSCCC 7 a~ 7T 5 (FHMEE : 500 nm)

720av 1 2503007359, 3010

Fig. 4 MR L7475 7 3 a v OEERS
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mAU

0 | 5 10 15 20 min
mAU
20+

] a b
101 M 500 nm

o 5 10 45  20min
mAU
20 c d
0 M 500 nm

o 5 1 15  20min

Fig. 5 PBRLEE 7577 a1 ~MOHPLC Z7u~ N7 T A
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mV

800
A 500 nm
400 BEIOVk Eli*ﬁ
0 10 20 min
mV
001 B 500 nm
5002

mV
1000

I C 500 nm
!

0 10 20 30 40 min

Fig. 6 A~CAHICBITAR=a 7 UBFEDHSCCC 7 a~ 7T A
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mV
1000

500
J | }
/ H-"/‘./L/‘\_. —‘———-_____‘_
0 10 20 30 40  min
mV
100 £ i 500 nm
| |
500 [
Fo
o l /.a: \.\\_‘_\ l
0 10 20 30 40  min
mV
1000 M
F 500 nm
l |
500 |
— Y, L l
30 40 min

20

Fig. 7 D~FfhiZBIF A2 R=av AEFED HSCCC 7 n~ ~ 7T A
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mAU

3.7

|

10

mAU
30; 3.7

20

10

|

mAU

5.9

20

10

N

e
5.0

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min

Fig. 8 HPLC 7 u~ 7' T & (FiHHEE : 460 nm)
b R=ayUEARE, P RNESVA oYU METFUUB
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Table 2 “AHEERIZH T HF Y FET VU A B LU B OBfRET OV HEREL

Partiti flicient (K) + SD (n=3
Two-phase solvent system artition coefficient (K) + SD (n=3)

Separation factor (o) = SD (n=3)

Hexane/ethyl acetate
/methanol/0.1% FA in water XA XB
5/5/5/5 NC NC NC
4/5/4/5 NC 0.06+0.01 NC
3/5/3/5 0.01+£0.01 0.05+0.01 3.52+0.05
2/5/2/5 0.09+0.01 0.43+0.02 478 £0.08
1/5/1/5 0.33+£0.03 2.02+0.14 6.05+0.14
0/5/0/5 0.72+0.09 9.55+0.70 6.33+0.20
fraction A 460 nm
400 A
2
= fraction B
e E
O
n
O
<
10 p— v
0 100 200 300

Retention time hin)

Fig. 9 Reaw UEEFEOHSCCC 7 u~ 75 A (BHEJEE : 460 nm)
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[M+H]"

) 389.2 MS Scan
100 (a) m/Z50-700)
[M+Na]*
fraction A 4111
N N ‘\L “““ e
100 200 300 400 500 600 700
m/z
[M+H]*
472 M+ +
1001 432_\2 Na] MS Scan
(b) f1/250-700)
| fraction B
“\“ “““““““ S ——— \ ““““““““““““
100 200 300 400 500 600 700
m/z
(C) fraction A
, m2325
woll > 7.1 Daughters Scan
100 L 273
o oAz 371 m/z 389—
,\/ AR Mm/z50-450)
mzo29b  MZ273 3251
%1 229.1 371.1
l | .|| I.I II.L: JI |
0 100 200 300 400 M/z
0 5700 70.00 min
Daughters Scan
) (d) /,:/Zis\s 15 m/z417 —
" fraction B |yoq T %73.1 fn/z50-450)
o/ | *f >m/2273 353.2
/O m/z 229 929 1 399 1
I |417.1
|| | Ll | | Hn | |
0 100 200 300 400 m/z
o 7 "s00 77700 7 min
Fig. 10 HEERER L 7ALAWD NS A7 FLE LOVMS/MS ALY kL
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FH U FEFUUA

a

(
” 1.00| 1.03
M

6.0 55
: YU MEFIUB

100‘ 1.00
JM{ \“\ J

Fig. 11 HBEfL7=-X%H L FEF T ABIUB OEE NR
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(@) area
4000000

XA
y = 33863.5x

3000000

2000000

1000000

0 44 88 133 (uM)
(b) area 4 XB
2000007 y =41403.7x

100000

0" 32 63 95 (uM)

area-
(c) CBZ (Single reference)
3000000} ¥ =2193.4x

2000000}

1000000

0 25 50 75 (uM)

Fig. 12 Hxbie s

(a) ¥V bEFA b)) VU rEFVUB (¢) ARy ras (O
NN T BWANVIRCEET B O A=K D BN NN T a ADE

BErHEHLTT7 Y —KE L)
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Table 3 MREMRD L/ HIBEIRIZIIT 5 RS DHEHY

Range(uM) FEBR {2 RMS
0-11.1 0.999 8.85
13.3-44.2 0.999 8.68
XA 53.0 - 177 0.999 8.73
0-177 0.999 8.73
B +SD 8.75+0.06
XB 0-7.94 0.999 15.0
9.45-31.5 0.998 14.7
37.8 - 126 0.999 14.4
0-126 0.999 15.0
5 +SD 14.8+0.25
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Table 4 fastBERIEE 7V 77 L A HPLC EEME L O TEEEO R

Roay SEER ST TFLURHPLCE &S, xR B
vrIn XA FEE1E (umol/g) + SD XB EE{E (umolg) + SD XA FEE{E (umol/g) + SD XB EE{E (umol/g) + SD
1 9.7 £0.02 3.4+0.01 9.7 +£0.04 3.3+0.02
2 19.9+0.10 6.9+0.03 20.4 £0.03 6.9+0.01
3 9.5+0.05 3.1+0.04 9.9+0.02 3.2+0.01
4 10.0 £ 0.09 3.3+0.04 10.3+0.08 3.3+0.01
mAU
Carbazochrome XA XB
3 (15 / 460nm
pM)
2 /
! /\
0
mAU
Carbazochrome |\ 2~ XA XB 460nm
0
mALL
4 Carbazochrome XA
o 460
3 (15pM) I’4 /XB nm
2
! J\
0
mAL
43 Carbazochrome XA
V4 460
3] (15uM) 4 /xs nm
2]
1
0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
. N - D) 3 >N N ~ Pl = R
Fig. 13 HBHA—N—OXR=a g VmHAERTOI 7NV 77 L A HPLC E &L
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Table 5 ¥.72 % HPLC ST SAEIC BT A XY TV VO EEE

HPLC S et (h3L4)

UGN TFLUR

BEEA: 0.1% FEIKFR RIRE (UM) XA EEf{E (Hmolig) + SD XB EE{E (Hmolig) + SD
B4 B: 0.1%FEE A% /—IL
5.0 9.1+£0.10 3.3+0.04
TSKgel ODS-100V [Tosoh, Co.]

A/B- 30/70 75 9.3+0.12 3.3+£0.06

15.0 9.1 £0.04 3.3+£0.03

5.0 8.8 +0.05 3.0+£0.08

Xbridge C18 [Waters, Co.]

A/B- 20/80 75 9.0 £0.09 3.2+0.01

15.0 8.9+0.10 3.1£0.01

5.0 9.1 £0.07 3.1£0.03

Inertsil ODS-2 [GL Science, Co.]

A/B: 15/85 75 9.4 +£0.09 3.3+£0.07

15.0 9.2+0.08 3.2+0.03

5.0 9.0+£0.18 3.3+£0.09

YMC-Pack Pro C18 RS [YMC, Co.]

A/B: 20/80 75 9.2+0.12 3.3+0.06

15.0 9.2+0.03 3.3+£0.05

5.0 9.8+0.15 3.3+£0.07

KINETEX [Phenomenex, Co.]
A/B:90/10 (0 min) — 10/90 (10 min) 75 9.4 +0.06 3.2+0.03
— 5/95 (10.1 min) — 5/95 (15 min)

15.0 9.1 £0.04 3.1+£0.03
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mAU

15:§ carbazochrome A2 35 TSKgel ODS-100V tosoh)
9 3 Y XA 57 XB
1.03 & V4
0.5
0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
mAU
1 5Ecarbazochrome 18 4.0 XA XBridge C18 Vaters)

Y

10: XB\ 9.1
053 VAN
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 min
mAU
1.0 carbazochrome  [\7:4 11.6 A Inertsil ODS-2 (GL Science)
0.5 N\ K 15.7K XB
0 T
= S TS —————
mAU
E 6.3
153 carbazochrome YMC-Pack Pro C18 RS YMC)
N 15.4
1.0_3 ZXA
053 jL XB\%'E’
0 5.0 10.0 15.0 20.0 25.0 min
mAU
5 carbazochrome 7 4 KI)I:I:TEX(phenomenex)
2 ¥
13 11.0
0_
1 : : .
0 50 10.0 min
Fig. 13 R0 LA TOR=ayVEHEBREDOY 7)) 77 L A HPLC E &1
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JEAE R AT B A BN A (B DO E M RHEENF ST F )
BEAF U O S E T D 72 8 O Al F 112 B4 B F 58
(H29-£ fi-—##5%-007)

VRS9 LT oy R
qNMR 7% FIW 7 BEF RN O oy RS R (2 B4 2 ik 5
WHoEs A KEHA

IR I

REE BUSRBRIESHEL ST WEBEFIRINIZ KT L C, "H-QNMR J5(E & "H-NMR
E)DRHBEE L CEHAATEETH L0 0 0ICT 2 BTS2 T o 72, WHO AN & 5
LD L T, EBRICEH T 2568 OMESRMEOMESNL, & D WIEENZ IS LT B E &k
OfEFTE BEY & Uiz, 29 FREIE [R=F RG], THERHhHY ) OB REBRE~D# M
DOAREMEZ RS Uiz, [N NFREHE] TIE, ZHE TOTE THREAILD carthtamin @ 'H-
qNMR 2 W ERBEM E, TOMMT %2 LzEiRE Vo HPLC BRSO £ T
TETCWEZEnD, ZhbzAVEERORBOEEDO KO 21772, £/, 'H-
gqNMR 15 THIE A B 6 732 L7 carthamin @ UV A7 L Z2JE L CTHROBREEZR T L,
AVETOEME LY SR BUIRE W E WO FERZG. THFEEHIEY ) XFEBI LIS
RNHDHE N, TFEEHRHY ) OREFIZ ER->TnHd 0D 55, AL LTk
TWbS LD E1ER L, 'H-qQNMR I CTOEBNAEENORMNEITo72. TDHIH AKX
—7 = ATIX, A 3415 anisaldehyde Z E R TE D A[REMEN Do Z &b, Thva FENE
ICHEEHNTEDEEZ, AX—T =R LTRERLETD [FEpHhH® 2>\ T 'H-
gNMR £E% ]V 7z anisaldehyde EE&Z MR L, WEAHETHL L 2H LML L.

-
—

A BB

'H-gNMR .13, SI b L—H3 7L 72 38 GEAm e
W & NERIEYE & L C NMR A~<Z7 kLD
ET D LT, PEGY 7D E &
INTELTFETHD. MEALE W OFEUE T H
R CHIXERNAEETH DL Z LD, 12
YT A FITA D IT K WERRY) O E B i
RPWEETHD. Thbb, XRMED
'H-NMR A7 hJLIZEBWNT Y 7 F Vil
STl SN D RS ZRETEL, &)
) O % A 5 BEAF RN O 8 &
HIZBWTIHERICHAARMEEHEFRE L 22
D955,

29 FE O TIIBEFERINY TH D [~
=N TIREFT | DR EED FIEE L S
TEOLT, HIEEERRD LN TWRNT &
NG, BRAIKDIEY TH % carthamin(Fig.
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)% B 'H-QNMR T, & 5 WIS IR
i % 'H-QNMR J 5 CER L7205 HPLCIE T
BEAF RN OO TE & % 4T 5 515 CEERIE D e
NTEDDOMAEIT-oT-. &b¥ T, 'H-
gNMR V£ CHE 2 HIE L7z carthamin @ UV
AR MV ERIE L TR RE 0 B &R
FrTz. WSEEN D DRt E RS AIREIC 72 D &
Exz bbb, £, 2k TOXHEED, 'H-
qNMR JEIZ L % #ex 2 & TR L 72 Woets
B —HTrhbBELiE. 2hbE@L T,
ERE CORBENHEL <, REL L THAT
T & 72\ carthamin O EfE CREMEREEED
et % B L7,

[ F=pRHl ) b BUAS ELER D H T
WIRWD, b Z b E < OFEMBMELE LT
HESNTWT, ZOFM T LICEEYE %
EDTHEEOREZ L TV BERLD. 4



FENIHEMIC EF SN THD 005 6, A3
ELTHIRENTWD SOOI % 1ERK
L, 'H-gNMR {ETOHRIENATHENE D 2D
Bata{To7=. TDo5H, AX—T=AT,
&H XI5 anisaldehyde(Fig. 2)% & TX 5
AR SH D e b, AX—T =A%k FE7R
RJF L+ 2 [HFEEHhMH®]) 122\ T 'H-
qNMR %% HV 72 anisaldehyde O & 73 1
TEODDOFETEIT ) T LI L.

B. WFFE ik
B-1) REZ%

1,4-BTMSB-d, [ZF1EHEHE D Trace Sure®Kf
D D% M7=, Anisaldehyde [ F0 YAl
DRIEFERZ D B D& 7z, NMR RO
pyridine-ds | % Isotec Inc.® 99.5 atom %D %,
ethanol-ds I3 Isotec Inc.? 99.5 atom %D %,

DMF-d; 1B FALEL D 99.5 atom %D & 7=,

UV A7 R VIER; OWREED EtOH (3F05¢
#iE, DMF 3R AU, pyridine (X777 F A
TATDENENANT FAVHDO S D% H
V2. HPLC FHVAEBED MeOH XFnYEHiZE o
HPLC Db D& W=, DM ORI
TIHRIERFHDOE D EHW .

B-2) HEES

HMEICXEREETONEE 1+ X8
AUWI120D = H\W\ 7=, iESRETHW &
'~ Z —|% Eppendorf Multipett E3x % fifi
U7z, A B hh 35 B peid 28 Sharp UT-
105S T, =LEREILE LEF TOMY PMC-060
ZMH W7, NMR & X B AKEF INM-
ECA500 Zff L7=. HPLC IR 7L LT
JASCO PU-2089, 77 5 24— 7 /|12 Shimadzu
CTO-20AC %, #iHH##1EL JASCO MD-2010 %
FAWTIT-72. UV A7 hVHIEIE JASCO
UV-530 Z 7=,

B-3) [ R=XFFRAFE| FD carthamin DE

=N
E==N

BEFERIN O TR=RFFRedFE) 13 TR=
NREOINSELNTZ, hAVH I & ERS
ETHLDOEWVWS .| EERIN, TOARE

1% T _X=,3% (Carthamus tinctorius Linne) @
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EreEeon, IVZI v EERSETD
HEDTHD. THFAN VFHAMEE G Z
ERDDH. ] EINDHHDOT, FREADEEE
ELTHWSEND., FEEDE carthamin X
TR SN T, £9°, K EDDHE
(BB SCRRODICHEV, TTIRBEFERM 6 O
carthamin ® BBt 21T - 7-. H 6 1 7=
carthamin @ "H-qQNMR Ol & %47 - THIFE %
PE L, %O carthamin % carthamin 2 %E b,
% 72% ® 'H-QNMR ORIE 21T - T V5K & 12
g L CEROEELT L LITLT.

B-3-a) '"H-qNMR 222 r L DHEE

Hifft U 7= carthamin £ 5 mg Z 5 FF L T 1.00
ml @ pyridine-ds |27 L7, Z O¥HE 0.50 m
L&, ZEICFi L7~ 1,4-BTMSB-dy(Fig. 3)D
VA% (2.00 mg/mL, pyridine-ds) 0.10 mL 2 NMR
AEHEIC L W, BT L T 'H-qNMR OIE T
e U7=. JESRMEIL Table 1 128 L7244 T
HE L7, BEEEGI 8 E & Lz, JIEIC &
> THDLNE AT FIL(Fig. )5,
carthamin @ 16 i H ® 7 F/1( § 9.15 ppm)
&£ 0.00ppm & L72 1,4-BTMSB-d, D> 7 F /v
OimfE % kg LT, 1 2> T carthamin
DIEEZF LT,

1

ca

C

x Cg (1)

ca
IB
7272 L, Cp, CalZZNE 1 1,4-BTMSB-
dy B OY carthamin @ <& /L (mol/ml),
Is, I, ZZENEH 1,4-BTMSB-d; &KX
carthamin DK FE 1l &H72 0 D> 7 F )L
M.

B-3-b)HPLC |Z X 5 carthamin D E&
HARESIN) A D carthamin & A &1
O Th7pnZ ERHEEINDGZ LD,
carthamin O b5t i B CILAZE YE 5L IR IR D AEAS
- EEYE SRR & i - 7= HPLC AT & v )
FlE & 72, HPLC O5&MFIE, WEFEEETO
WFFE CHENL L 72 5:4C, # T A1 YMC-Pack
ODS-ALs-5250 mmx 4.6 mmid., &% 37°C
T, L LT 0.5%HERE-MeOH ¥R & 0.5%
WEBR KIS D 7 2 > (0 min: 50:50—20



min 80:20) % Jit# 1.0 mI/min TIAH L, 520 nm
TOWIL TR L7-.

'H-gNMR O IE AW IEiK % 5 535
4 BEBEICHRL, 2 EnnbEonizsa
~ N Z A(Fig. 5) D Y — 7 [HFEN D, R
ZERL LTz,
ZARBIOFEL, [ RoNFHREHE] oS
13K 5 mg, AFEHRTITA 100 mg & FEFE
L, ZHIZHEEE (MeOH-/K) 1.0mL /12 C
AT 30 7 CHiIH, EIL%EO RiGE 7
4V —jEiB L, HPLC DR & Liz. 4%
su~ N7 ADOE— 7SS BRERND
Z 3B D carthamin D& HREZFH LT-.

B-3-¢) carthamin O YEAREL

WA EL D F D dL 7 SCHME T EtOH H1(Z
% CHR[2]) & DMF H1(Z & SCHR[3]) THIE S
NTVLHDONRHESN TS, EE NMR
15 T® carthamin O 7€ & pyridine 1 COH|E
THESL L T 5 2%, pyridine (X FEMETH D,
Z DEWR %A EtOH $£721% DMF THINL TH
AU 7=/ Vw77 carthamin DK E &
W ARSI pyridine DIFEFEIZ X 5 pH DAL
USROS L TELT D22 REBE 261
5. P zI\Z, FE&E NMR L TO carthamin O E
75 ethanol-dy & DMF-d; H1 T AIEED DM
PE L. AIEETHIL, £ DORFORIK % T
AR LT UV AT MLV ZRIE LT, ik
W e COWINARZ RO DH Z LIz LTz,
UV A7 b Lid 23°CCHIlE L 72,

B-4) 'H-qNMR % AWz Tkt )
DR E B

BEfFmmy o THEphty) X, 7%
LR 73 EEOMEM S THhH L Eixz
NERKEKEE L THELONELD) Ea3nT
Wb, ZERRERNEENTED, hoED
WAL E Wb RD HTunZegn b n g,
OMHREZAD R WIEFOBEFRNY T H
L. LILens ENNTIHWLN TSI
TC, HEDORFEZHNTHDE DI LI
WL RTET DI EIEARETHD. T2 T,
AL Uil LW B LR & b I
T HZ LIl bbb, AL LTA
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FTE 72 20 MIHDO K R AEFE D MeOH il 1
ZIER L, TR 'TH-NMR A<7 F L%
HIE LT "H-gNMR (23l T & 2857 L7- 3
TFNEFFOARY N EH25H D%
WL, ZOHTRAZ =T = 2O D A
N7 MVTHNL LTy 7 v gl S -,
ZOMNL LY TR A L —T = R TR
1) 72 K& I A% 2y C & 5 anisaldehyde D7k /L 2 b
ERko7Ta b ERGICKETERLI L
735, £, anisaldehyde ® "H-QNMR A2
MV DFEREDRIFRF L, AF =T =A%+
mERET L THFERME®L) o
anisaldehyde D E &, S HIZHRAEIKEF D

anisaldehyde DEREH HHOETITH Z &I L
7.

B-4-a) [FERHHS ] OEF 5 "H-gNMR
EREATELIARKDR I Y —=T

(FHErHtY ) ORFEO S 5, THIRTA
FRRG ThoTz, Vay, F—IL AL R,
HINEE, I, V), avay,
aY TR —, ey (BB, v a v,
AB—T = A, BA L, T AV, NTUFTT Y,
TR, T2 Rx T =7, == D 16 R
$H D MeOH fliH 4 % 1ERE L, 'TH-NMR A7
M ERIE L. $780bb, £HAK 100 mg
IZ MeOH (1mL) %Mz CTHEEFH T 30 254
HZITW, I L TED EiEZS-. 2D
EZ 3MI VI L, D7 BIE % RNEE,
Z 1% methanol-d, IZ¥A7> L T 'H-NMR A<
7 MVERIE LT,

B-4-b) 'H-gNMR 2V 5 3R o FRRl
1,4-BTMSB-d, |%7 % — % —H T over night
s E. K S mg 2L T 2.00 ml O
methanol-dy (27 LINTBIREYE IR & LT-.
Anisaldehyde FZ¥E i, % FU 72 'H-QNMR |
WD X 92T - 7. Anisaldehyde | THHEFE AL
STHHDLOT, JE T CToORER ST
3, Z O anisaldehyde f22 4E i O L5 2 B &
LCEDEEHMH-. anisaldehyde %M %
5 mg Z5FE L C 1.00 ml ® methanol-d4 |Z
WLz, ZOWIR0.50mL &, Jeiciiid L
72 1,4-BTMSB-d, A% 0.10 mL % NMR 70k}



Bzl v, JBFL T 'H-gNMR O#IEIf L
7.

AFTE BN [ F 2R @ 5
H 4 FPIIKEREE TR ONIZKREE D
RIETHDZ LD, Hlile & OREB: OEE
7T, FofEaRBRicft L7z £ 20
mg (20 pL) Z 5 L T methanol-ds (1.00 mL)
Mz, 10 pEEEE Nk Wzob 3 5
ML L, DT DA ET 2 EEM EREL
2. 2O FE050mL &, ZEICHEE L 1.4-
BTMSB-d, %% 0.10 mL % NMR #EHE |2 &
v, B L T 'H-qNMR ORIEIH L7,
AR CAFINBEAFRMY) 7B H
W 1M EMRERDOEEZ, FFhbo
MKE > r—2 TR SEE. 2
D) 200mg % F5FE L T 1.00 ml @ methanol-dy
[ZRRIE L, BEIE T 30 o ATV, Ei
L7=. ZDEiE0.50mL &, JelcFifl L7z 1,4-
BTMSB-d, %% 0.10 mL % NMR #EHE |2 &
v, B L T 'H-qNMR ORIEIH L7,

B-4-c) '"H-qNMR 2% R L DHE|E

Anisaldehyde & 2 % —7 = ZAfk D [FH¥3E
Bl |, 2% —7 = X BB KO 'H-
NMR % #I7E L, anisaldehyde D7/ I /LA H
D7 F IV §9.82 ppm (2N D = & % HERE
L72. 'H-gNMR 227 kLol E &%
Table 1 |Z7% L7204 CHIlE L 7=, BB BT
8lEI& L7=. MIEICE > THLNIZAY |k
JL 5, anisaldehyde DR/ I VIEH DV T
F & 0.00ppm & L7z 1,4-BTMSB-dy D> 7
FromEEkg LT, X212 -T
anisaldehyde DR 2 FH L 7.

an

C

an

XCB (2>

Ig
7272 L, Cp, CalTZNE 41 1,4-BTMSB-
dy K O anisaldehyde 1 @ & /L 2 &
(mol/ml), Iz, L, (TZHZFH 14-
BTMSB-d, }% 1} anisaldehyde ¢ 7k 3 1 i
b= O 7 F VIR

CHERKRVNELE
C-1) EBRHER
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C-1-a) [R=FFREFE] FD carthamin D
EE

C-1-a-1) HPLC |Z X 5 carthamin D E&
ZHETICHEST L7z '"H-QNMR 7% vy, B
Bt U7~ carthamin OFiEZEHH L= & 2 A,
545£03% R SN2, ZORKERAWT
NER 2R U 7= Vi 2 D CRERR &2 fERR L
722 A, HBMEOD DMERPEONT.
(Fig. 6)
ZARBIOTEL, [N NFHREFE] T3
EIR RO DS OB OBF 21T > 7.
MeOH-/KD % 0% ~100% F£ T 10% %] 7
T MeOH B % 28 2 7o R IECHiH 2170,
-7 HEELBE L. ZOME, 80%
MeOH-/K D e & 2 2h R 83 ek &
AT ENbroT., 2T, ITR=FR
B, EEMRERBIEL, 25612 80%
MeOH-7K (1.0mL) Z Nz CTHiH L CHARL
TEREBORIEE T2 2 A, [ReNF 3R
3] @ carthamin & A (X 0.31%, £k
K 022% EHH Sz,

C-1-a-2) Carthamin DWW YAR%
Carthamin OWYAR#E EtOH 1 & DMF
THEINTHDHLORHRESNLTND Z
& 75, ethanol-dg & DMF-d; H ¢ ® "H-gNMR
kA 7o, HiBEfE L CTHF72 carthamin BEYEN 5
mg ZFFE L CENENDOEE 1 mL (ZEEfE
LEoELER, &ECIEM LT, £
72, kiEZEE - T 'H-.NMR ZI7E L7123,
carthamin D 16\ H D> 7 F L& 457 K&
STENT A2 ENTET, 2D OREET
IZ "H-qQNMR {E % 3 i 3 2 122 5+ 57 22 i fiR
FEMRIRNT ENbho Tz,

% ZC, £ carthamin E#EN 2 N FE T
& FHRIC pyridine-ds 11 T "H-QNMR Z & L
THIEZRH, FLT 2y b carthamin 5%
fn @ EtOH H1,.DMF H1 T UV A7 kLD
BEZAT> TR EER T 52 &1L
72. T72b b, carthamin FEHES, &%) 5 mg &
Fs#E L T pyridine-ds(1.00 mL)IZ %% L 'H-
qNMR ORIEIC AWz, ZDREE, £, =
DL XfEUE L 7= carthamin Offi 1T 'H-
qgNMR OHITE XLV 441% EHH S, =D



FEAE L 2 VT UV 227 R LIIIEI 3
% DMF XU EtOH iR R L UV A2
MLVORIEE L. (Fig.7,8) £7-, 'H-.qNMR
ORFEM: LI R 2@ HE O A7 h VA
pyridine T 1000 f#|Z#7F L T pyridine 1 TD
carthamin @ UV A7 MLVOBEIEZE LT-.
(Fig.9) WEDOFRER, ThENDE/NLRS
F2501% DMF : 1.21 x 10°(Apax = 530), EtOH :
1.19 x 10°(Amax=513), Pyridine : 1.48 x 10° (Amax
=540) & HH X7z, (Table 2) Pyridine #
EIXARFID THIE L7 b 072, DMF H
OEITSCEE O 1.3 5, EtOH X 2.4 fi5 &,
WD ICEE LV b REVEE 7o 7.

C-1-b) '"H-qNMR % AW 7z [ &k |
DS E &

C-1-b-1) THFERHHEYH | OEFH» 5 'H-
gNMR ERBEATEBREEDR I Y —=v
7

Wk DE Tih 7= X 9 1c [FEpHhH
¥ OO S HO 16 FEHD MeOH i H )
Z{ER L, "TH-NMR A7 hLZIE LT fE
B, RAB =T = AD A7 h)LT, 'H-qNMR
2 TE HMSE L7es 70y 9.82 ppm
(B <7z, (Fig. 10A) T DAY RV %
TR @ anisaldehyde O A~ 7 L & iz L7
EZA—ELIZDT, 9.82ppm D 7 F /LI
anisaldehyde D7/ I VDO HOH D L FFIE
L7z. (Fig. 10B)

C-1-b-2) RF¥—T AR NRAF—T =RH
S TFEFEEHHLY ] H D anisaldehyde D JE
=

Anisaldehyde 14 5 11D anisaldehyde D&
B % 'HqQNMR ¥ TH Z 72 » 72 # 1,
94.96+1.02% & AR S H iz,

Wiz T/ 0> bAX—T =X
EREFRETDHESNDBLDOTAFTERES
YT D 'H-qNMR JlIlE &2tz £ D9
H 2 % 7 )L IT anisaldehyde D A3 /L I L H
WCHORT v 7 FARBl s e ot 3
P TN ONTERZITSTCRER, Z1E
NEALN 1.40%, 0.24%, 0.76% & 72~ 7=,
IS ORERERZEIL 0.07% T, EAEN 1%

143

EUIDRMEIZR D L BECX R WHTTH
Sz, AXZ =T =ZAOEEER RKh o
anisaldehyde D E&TIL, TN FETIZ2H
T AT O T 'H-qNMR % W2 E &% E
i L, 0.6240.03%, 0.3240.04% &\ 9 i R4
57=. LA EofESIX Table 3 1T/x L7=.

C-2) E%
C-2-a) [R_=/"FRE5E ]| FD carthamin D
EE

'H-qNMR (2 & % Hiffff L 7= carthamin O &

EATHZ LIk, EEChVRETH A
BICREOEREYE LT N TED D
Lot FleEn % ENEIZ HPLC T
BREERT D LT, MEOY T LTH
STHRBDICIEHRERNTE D HIEEH
SEL7=. E£72, HPLC Y v 7ol
BT, bR BOEESMA (80%
MeOH-/K) & B2 5 Z &N T&E 2. 5 DJf,
AFTE [REANFREF ] N1y b2
FDTeD, I BT ZE D THRIEELTZV.

%72, 'H-qQNMR {: T/E & L 7= carthamin %
ATt EZRHE T2 &b TE. &
DR IAREIL Z N E TORE D H %%l &
D HRKEMhoT=. (Table2) 2L, JeATAFSE
BT HHEDORE, ML K& BED > T
Wit o2t v EXOND. B
fhdh & 1T > TRIALAE P OHIEE 1L 100% 1230
WHDOTH D2, HPLC THRI L7t 0D
A, 11— %HEEL->b D TH RNy I J
T Uy ROKMEDNER SN2, w1+
DTl o T2 UL THUEEN KT+ TidZe
WZ ERHDH. £7-, carthamin DFHE, BAKC
WACREZETH B D DT, RAFF O E U
HZEbLH D, RO, RAFOM Tt
Erm< AL 2ERIZL L HY, 'H-
qNMR {EDHENE S FL TN 72 0o 72 M IF Tl
BRRED FIEIXIZIERVIRETH 2D T, 4
ITRRRIC 1T 2WOREIT /NS < BEH &
TWHEEZBND.

'H-qQNMR 7% T O E BAED B 1L 72 W AR
BERHTELZ LT, WEENLRELR
HT D2 EMTEDLEITRY, REER
carthamin OfHFELRFEEICKE S B TE 5



LOLEZD.

AR OFESIZHLEE L 72 carthamin ® 1 & v
N COREDFERTH D72, Z Db L HkA
BRAER, BEOREBENELWD, 1I6
DI PRI EORFEEIT O .

C-2-b) IFEEHIEH DI BRE—T =2
EERET D [HEEHEH 0
anisaldehyde ® 'H-qQNMR % W= ERE
Anisaldehyde 1 ¥ 5 H1 O 5 A 3 94.96% 1% A
— =D T ENNT VD 97%LL &
WOETFEOET/INSREE ool A—T
— TOMBEREN GCIZELDHLDRDT, %
D IRF D ff H AR TR T & 72 W IR HEW 708 HE AR
ENTEL AL bizh, BIE®%OKERK
DIRNTR ETHEN TR o 7o/ ENER
LEZLND.

[FH=EBHlitHY ] @ 9 5 anisaldehyde 73
HTx72n (BAINVEE HOY TN
W) b OB 7=. Anisaldehyde 23 F FE AR
STHLRABE LTHY LD MG LAy
DB, AF—T ZANRETIT L, FEbhTn
ELTHILS T LMEDIL TV
(BRI ) 2D TIE R0 EEZBR
7. FAE, TOLXHIREFEEHLNICT
L BEbhb.

—Ji, YU FNERE, EBNARETH -
7= TH R 1% 024~1.4% L W9 &
Rl ol o OEERAEL 0.07%T, &
HRN1%EYDIREIC /D EBETE 720
WO TThotz. £7-, AFH KL 032~
0.62% LWV EHEERE . WINHIEFIC
INETRET, MEEE L W) BLEN BB
X652 & 2% 25 L, NMR JHIE R ORI E
EamO D TROKMND D EEZ LT,

D. &

1) [ R NFPREFE ] F O carthamin O F &
TiX, 'H-gNMR ¥ T S L= iE %o
carthamin DK % HVN T HPLC DR Efj %
TERR, PEDE A 2O carthamin % HPLC (2
CTIEMICERT S HE2M S L. 'H-
gNMR {E1Z & % carthamin O E &%, MEFEFE
TOMNFFETHESL LT 715 T, FRGHAEEYE O
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1,4-BTMSB-d, Z W24 & L TH v,
pyridine-ds ¥A9% & carthamin OIEIEZIRA L
T '"H-gNMR Zfll%E L, carthamin ® 16 /i H
D7 F v (5915 ppm) EFESENSHE
T2 HIEEAEMTEMA L-. 72, 'H-qNMR
E TR Sl 2 b & 1T carthamin O
BRI TOWARBORGEE T 5 2 &2
TET.

2) FHxphtiym) 05 b2 4 —7=2%
ERERET L THERHHY o
anisaldehyde @ 'H-qNMR 7£% /- E& T
1%, anisaldehyde ® 'H-qQNMR i % V7= & &
G afei Lz, LoLaan s, AFL72BE
FEMP R CIEE A E MK L, 'H-qNMR
ErMWERPENTE 5 FTRIFIETH
LNl HEMEOR S THLH D Z
DO EY TRHZHOLT ZENTER
WS, TE VSR IR EE 2 /@ 6D B LR ORI &
HEEZ LN

E.Z2%& 3R

[1]Mizukami & , Chem,
61(12),1264-1268 (2013).

[2] Kazuma © , Biosci. Biotech. Biochem.,
64,1588-1599 (2000).

[3] Morimoto ©, Jpn.J. Food Chem.,5(2),236-
238 (1998).
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1. f 3R
1) Tanaka, Rie; Inagaki, Risa; Sugimoto,
Naoki; Akiyama, Hiroshi; Nagatsu, Akito,
Application of a quantitative 'H-NMR ('H-
gNMR) method for the determination of
geniposidic acid and acteoside in Plantaginis
semen, J. Nat. Med. (2017), 71(1), 315-320.

2 ) Fukaya, Shiori; Yoshioka, Hiroki; Nagatsu,
Akito; Nonogaki, Tsunemasa; Okano, Tadahiro;
Onosaka, Satomi; Miura, Nobuhiko, Non-toxic
Level of Acetaminophen Potentiates Carbon
Tetrachloride-Induced Hepatotoxicity in Mice,
Biol. Pharm. Bull. (2017), 40(9), 1590-1594.



2. FERR

1) EREE, HMoLE, W, —HE,
KEBAN, BAEFE, [T T3/ 7=
vEWNELRFORICL 2EEGEEDOE
B 74— T 52017 ST BREE XY
awY—, P-071, 2017469 A (li#)

2) mEMRFE, FAMRL, MHEED, R
WA, KERAN, FIRHE =, AEMS, Eik
757, €8 NMR('H-gNMR) % i il L 7= 43K
=27 51 1D carthamin D E & |, H AIKZESEH
138 4E4>, 27PA-am205, 20184E 3 H (4&iR)

3) BRIFM A, —imE 1, AR, KEA,
(=T BHEMICEENDI T Fo T =

&M &= ORHEME |, B ARIKFRE 138 4
2 27PA-am264, 201843 H (43R)
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4) MR EA, RFES, R, LREHAE,
—HEREE, KHIA, Bpx HEEE, HH
[Tradescantia J& HE % fli H W 2 X 5
pseudomonas aeruginosa £ MERL D HEFH & XA
T T 4 VLRI BT TR, AAKYYR
%5 138 54>, 26PA-pm110S, 201843 H (4=
)

G. SR PEFE D HIRE, B GIRI

BIEDEZ AL

H. REEEIER
Krliz7p L



Fig. 1  Carthamin D&

@)
H

Fig.2  Anisaldehyde D1

D D
HaC, CHj
HsC-Si Si-CHj
HsC CHj
D D

Fig. 3 1,4-(Bistrimethylsilyl)benzene-d, (1,4-BTMSB-d,) D4 1&
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Fig. 4 Hiff L 7= carthamin ® 'H-NMR 22 /L (pyridine-ds, 500 MHz)
KHEID > 7 F V)3 carthamin D 16 it H D 327 F /L (8 9.15 ppm)
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Fig.5 t5% & L7z Carthamin ® HPLC 7 =~ K 77 A
A: IR 520 nm (288 1F 5 carthamin O B — 7
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Fig. 10 A% —7 =Z¥ KD MeOH fillHi#)(A) & anisaldehyde (B) @ 'H-NMR A7 kL

RKENID > 7 F V)N anisaldehyde DALV VI H D 2 7)1 (89.82 ppm)
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Table 1 "H-qNMR A2 kLDl 7E 54

bap, i HA®E 7~ ECA500
LI i [ -5 ~ 15 ppm
T—HRA MK 32000
TV I T TN 90°
NIV AL D ] 60
FER R 8 []
AE 7L
Zu—7RE 25°C
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Table 2 'H-qNMR & CHIEEHE L 7= carthammin % F VN CHIE « B L7z VI SER %K

VIt SO (A ) SCHRAE (A )
DMF 1.21 x10° (530 nm) 9.04 x10* (530 nm)
EtOH 1.19 x10° (513 nm) 4.90 x10* (515 nm)

Pyridine  1.48 x10° (540 nm) -

Table 3 'H-qNMR 75 CiE & S 1172 anisaldehyde O & A 3

samples A F(%)E=SD
eugenol 2 % i, (n=6) 94.96 +1.02
(FHpmty) A (n=5) 1.40 +0.07
B*  (n=3) 024 +0.06
C (n=4) 0.43 +0.08
D ND*
E ND*
AR F (n=5) 0.62 =+0.03
G (n=5) 0.32 +0.04

* TFERHT ) BT R OFE.
#ND : anisaldehyde O > 7 F /L Z R TE 2o 7.
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JEAE TR AR E A B & (B DR MR TR F )
BETETRINE) O S BT D 72 8 O FHM FVE 2 B3 2 %8
(H29-& fin-—#%-007)
V294 BERFZE Sy HH R

qNMR % F 7= BETFIINY) O 53 W1 1A B B R4
~Zh A oOE 7 a0y RV Tk~

SEMTEE KM & BARRSE AEWMERERS e R SEREED
MARE AT, BEAARNY Oy BUE R BRE O3 R ORE DA B2 B LT,

N7 x4V EEERE

L7-.

'H-QNMRF & OVH-qQNMR & LCEfLAA D TR E VK (RMS) B0 Z > i o
/8y RVOEESH ~OuAESWTHRF L7z, 3RO T 0 > AW & b G st 217
ST-fER, 'TH-qQNMR T, BB E DY 7TV EDRBEEC L D b D L EZ BN G REDOHY
RKOHERZ A, BB S OB R 2R BPMLETH DL ENRHA LN E 572, —F, RMSIETIT,
mih e L CEINL, BN 7oA ST 5HF 7 1 RVORMS
(0.122) B Z B AFIEHHOE 7 vy RVOE &L EMENOZMIZERTE S 2 & 3

A. WFFEEH

H A TIZ & SR D 2 S0 i E & fe
THHEMT, BATMYOMER, &8 (M
) 72 EORSHESCR R A T X
LS ORE, R & o REESE R
EXI, #SHEMLIINYAEEICTEH I
TWa. F7, BEFENY 365 M E (BFiA
38240 H, 722 L, FEEHIE®EZ 1ME &
T5) ®o5H, 217 BOHKIZONTIE, B
9 iR IR AEEICINE I ND TETH
%, ORI OB HEICE, JRRE
LTEREZDOHDIENTED LN TEY, [
ST CIZLCENMERHIND Z EBZ V. 20
&9 72 M TIXIE R AL G & IR — DDl
FENIERE S EME N L ETH D0, HEY
AN Z Y72 FNEIC L » THENEH SR
AFEMEM R IZIEF D Y. 2o, LC
LEOFXEEIE TR, WIEA —D —OERER,
MR HH SN TWS. LarL, Zof
FEIXBAHEIC IV IRIES b D, T7hb
Lt EZMICIER S IIE 2T, R LTE
BEOEHEMENE b5 TRt 2 5 € T&
RN T, REHCREGS O%E, EEAE
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SN AR TE S AL TV RN FE 73R GE STz
ELTHaR bomhbifandisid Al
BEMELEZLND. 20X HIT, BTN
BRCBEFRIN 25t g & Lic 56, B0,
BOMRFEOBLEN D, 20X 5 8% ik
TX, MOSWEM OS2 28 U3
D E WS RERIE DSR2 E B 2 b

5.

AR, EREHEALR (SD ~DO hL—HEl ¢
— DR Skt E &I & L CEE NMR
(quantitative NMR ; gNMR) 23{EH Z4EH T
% 2 gNMR @ 9 5, 'HNMR % F| ] L 72 gNMR
(‘"H-qQNMR)IZ, & EVEA Rl S - 7E St %
HAWaHET, 2 2OLEWIR O > 7 F VTR
FEEEDS THALB Y DE LR B F ook
F BT AFEEARA L EEETHD.
NMR T T8 & R IHE 21T - T\ D728,
B 2 DL EWIEE— DL FAEETH D4
IR, 6o T, RIS IEME /RS 23
HENT-RIHMEEDE D X 572 ST ~D h L—
YU o — DR S AR A N Y &
LCTHWDZ Lok v, PWIEREYE & e x5
{bE&EW D> 7 VERRTRE L, KB, FFER



FEORRN D, Bx RAERSILEHOE &

WEEZRODZEMNARETHD. ZOLIRE
BEOHEFM L —H Y T 4 2R L
'HgNMR %, AQARI (Accurte QuAntitative NMR
with Internal reference material) & & FEIEIL T
L. Fim, RBITEEHE EMEICFEE L TR
WIS T DR TRIENAEETH D 2 & 0fl
AT 2%EET 1 REHZY 2mL L FTHD
e Y, MO SR B B AT
OO THREITENL TV, 61T, '
AWMV TIE, 'H NMR L TRIEX %)
BERMEME DL T NI SN T
WAUE, B 2 ) — o Ty SROEEIRM S D
ATLER X AR L 22 0, GH Ol 7 ikt & &
NARELEZEZbND. ZD Xk HIT, RiEITMD
THHAEOBEWSHETH Y, HFoN 25 ERE
OfEHEM, EEESELHEINTVWDEES X
L. ZD XD RE S, "H-qQNMR 1%, 7SR
BRI AR S0 B AR R T3 e & oM 55
B 429, AEIRSLEEFIRIND R O EEE Sy D05 &
AT TEIAFIF SN TWD. ORI,
BEAF- I O pl oy ks Bk om L& HfE L
RO —BE LT, IO I E S L
L, TOERSTHLEI Y RV OEEDN
2B % "H-gqNMR OB+ 2 et 247
St £, HQNMR L7 v~ N7 4 —%
FLA A DT JE X GE & [ — O E & AR
mAEMEE LW e~ NI T 70— (FEXFE
JVIRFEVE) AW T o it o /o
RV(K) OEEICE LT TRE L.

B. WS E
B-1) AEK%

3HEOT MDY H, Y Fal
M30 (Lot.170526-01) (FR¥} 1) XY 7
F =2 L M50 (Lot.170621-01) GG&R#l2) 1 =25
Br7 - =7 - TAKRKSE LD TGz
Wi, Zh it GREREY)
(Lot.G20030116) 1E¥ 7 ¥k Stbi GOk
3) AW, B0y R VIE, FohisR T
B S RUEHRE R, (Lot. TWM3866) % FHu»
7. 2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-dg) (LF0EHEE T ¥4t
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RIEAEY)E  (Cat. No.044-31671,
Lot.No.ECL6585, HifE 92.3%, JLIEANHMEN X :
0.8%) #HW/=. #EHK (D,0) IZEAEIFR A
i, ZotmEixEEREs o~ 72
74— A ETITFRR A V.

AIRIILL T L D IR L 7=,

'H-gNMR HZEHAEZSHE © DSS-de HEHEYE 8 mg
RSB E Y, DMSO-ds 40 g %% 'H-
qNMR FEAE T & LT-. "H-qNMR FEAES R O
DSS-dq 2% (0.2166 mg/g £ 721% 0.2165mg/g)
1%, DSS-ds DFEEAE (92.3%) 6 L OFF & KL
DEH L.

B-2) B

KRR B E (NMR) : ECA500 (71 b
LA JE %L 500 MHz) (A A iR 1)
ks v~ v 2777 4 — (LC) : LC-
10AD > 27 & (R> 7 : LC-10AD, 1&KEZ Z
vx» hz=v b : FCV-10AL, [EiEfE : CTO-
10AS, 2RAMAIHE SR : SPD-10AV, T4
v — : DGU-12A, T — X JLER3EE -
LabSolutions) (&HA/ERTR) 35 L
Prominence ¥ A7 & (A — b 77— : SIL-
20A, LKA T LC-20AD, BT LA —T
> CTO-10AS, Z¥EMiitias : SPD-M20A,

T — X JLELEE  LabSolutions) (RRE&4h &t
BRI (27 A v —& LT AG-34 (B
St v L) EERLZLO

E 0 0 BM-20 (st — - T N7
A 1)

B-3) 'HqQNMRIZXBE7 0y RVOER
B-3-1) 'H-qQNMR (2 X BE 7 v R VELEL
DRI E

vy R VEELK 10 mg ZEEICEY,
'H-qQNMR FEHEVETE | g ICIRfE LT, 2 ORI %
SME S mm O NMRFREVEIZANERA L, £ 11
T &2 I "TH-gNMR I &E %217 > 7-. DSS-
ds D> 7 IVIEHFEEE 2 9.000 & L& 2 DE
sy R VICHRT DFERD S 7 Vg
SEREE, R, RESE FiRoXUTRAL, £
rua RVERELOME (%) ZHEHLE



Isample/ Hsample Msample/ Wsample
Purity (%) =
oy (A)) Istd/ Hstd Mstd/ Cstd
X 100

72720, Lampe=FEZ B RVORELDO Y 7 )
VIR, Ly=PIREME O > 7V infE R
FE (DSS-ds : 9.000), Hmpe=TF 7 2 KV OF;
TEFEDIKFI, Hayo=PIEEYE DR E B DK
# (DSS-ds:CH3%3=9), Mgum=FEZ 2+ KV D
5B, Mu=NIEEWE O 78 (DSS-ds :
224.36), Wampe=F 7 2 ¥ K V OFFELE (mg),
Cyi= 'H-qNMR FZEHEVEIR D DSS-dg

72%, QNMR Ofb52s 7 MElX, DSS-dgD 7
o b7 ek 0ppm) &L, SME%E
ppm L TR LTz, Fo, T— X O, 7
— V= EWr L EEOR M E TE HEILE T
&% Alice2 forqNMR “Y¥' =7 V7 ¢” (HAE
T (BR)) AW,

B-3-2) 'H-qQNMR Z X 5% 5 0 > i+ o
T/ FVOER

3HEDOT IO 5 B, Wk RO
B 31350 mg, RE21X 20 mg ZREHICEY,
'H-gNMR ZHEER 1 g & AU LRI X
DIRfR L= 6 O ERBRIARE L.

Z DOWIRZ AR 5 mm O NMR 3REHE I AL
BEAL, £ 1R THRMEEAV 'H-qNMR #I7E
ZATo72. DSS-dg D7) /ViEFERE & 9.000
tliztEoREFOE/ 0y B VICHEKT
DRFEREO T 7 FIVIRFERE, oF &, RES
ZFRoRXUIRAL, %7 B byt ox
Jayv RVEE (%) ZHEHELE.

Isample/ Hsample Msample/ Wsample
/) =
Content(/()) Istd/ Hstd Mstd/ Cstd
X 100

7220, Lampe= B OE 70 2 BV ORFE I
D7 FIVIEFEIRE, La=PEERED & 7 F Vi
FEIRE (DSS-ds: 9.000) , Hompe=il B D€ 7 12
¥RV ORFERDIKFELL, Ha=PIEHEY)E OFF
EHDIKFEH (DSS-dg: CH3%3=9), Mgmpe=i £k
TOETHY RV O (1287.43), M=
BRAEME D53 11 (DSS-d : 224.36) , W ample=ik
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B OFFEE (mg), Cye= H-qNMR HEHEFRIE O
DSS-d i

B-3-3) LCIZX D& T T ay
FVOEE

3FEDT O S L, hrFFa
M30 & OFRE 3 12 50 mg, #kF 2 1% 20 mg % K
BICEY, KEMZAEERLEIZ L EREL
LD ERBRIARE Lz (e - 1
mg/mL). Z ORBRIEK % LL N D LC =R T
IR L7z,

717 A : Develosil ODS-UG-5 (5 pm, 4.6x250
mm, B EFHRASHR), BT 2RE
4000, MHPERE : 210 nm, ¥EE : 1.0 mL/min,
REER A - K, REEERB: 7 h=RVU L, 7
ZYxy bR  Omin (5%B) — 35 min
(40%B) — 35.01 min (100%B) — 40 min
(100%B) — 40.01 min (5%B)— 50 min
(5%B), TEAR :10uL

7B, MERAEEREITILLT O X 5 IT/ER
L7z, T78bb, /vy R VEREL S mg %
FEBICEY, SmLEA AT T A3l AN, K&
Mz CIEMIZ 5 mL & UREfAEERRO &
L7 (EZ7 vy R VIRE: 1.0mg/mL). MER
FRERERIR D% KIC TR 2 TEEMAIR L7 b
D EREHRIEERRO, Q@B LU@L Lz
(EZ7 vy R VIEE:05 025 8BLW 013
mg/mL) .
PRI L 7R BRI 2 ERR IR LRI T LCIC
THNL, Bon-t— /L BRERICL -
THELNERBRBERFTOE 70 v RV IRE
(mg/mL) %KD, WAUZL > THEIHFOE S
oy RVERE (%) ZHEHLE.

CxV
W

P
100

Content (%) = X X 100

272U, CHRBREETOE vy FViRE
(mg/mL), VIFERBREHEDOE (mL), WL
BrOIE (mg), PIXFEZ vy N VEELD



ME (%) THD.

B-4) FExtE/LRE (RMS) #FIHLZLCIC
k3 ev FVOEER
B-4-1) 'H-qQNMR IZ L BE 7 1 FVELER
BELOI 7 =4 L OMERHIE

T/ Y R VERELIZOWTE, B-3-1 DIHE
WRLTE., 72402250, H10mg %
FE#IZE Y, 'H-qQNMR HEYERIR 1 g \[CIfiE L7-.
Z DR 2 HME 5 mm O NMR EHE 12 AN
AL, % 1T &ME2 AV 'H-qNMR & %
1To7z. DSS-ds D 7 F /VIHAEIRE % 9.000 &
L&D 7= NZHKTIEETHED v
TFOVIEAETRIE, 1, BESE FRoRic
RAL, 7 =AOME (%) ZHEHLE

Lampe/ H.

sample sample
Istd/ Hstd

Msample/ Wsample

Purity (%) = M.y Co
St St

%X 100

727120, Lampe= W7 = A ORFEIED T 7S L
HRTRE, lw=PEREME O > 7 J VR E
(DSS-ds : 9.000), Hgmpe=7 7 = A > DR E 3
DIKFE, Hao=PERMEWE O Ky 8 1 DK E 5K
(DSS-ds:CH3%3=9), Mampe=H 7 = A > D4y
& (194.19), Myu=NIEHEME O 45+ & (DSS-d; :
224.36) , Wampte=H 7 = A > OFEHUE (mg) , Cy=
'"H-qQNMR FEHEVETE D DSS-ds I FE

B-4-2) A7z A VIR THEIRY RVD
RMS D& H
BIEDH 7 = A > (0.319%x10° mol/L,
0.639x10 mol/L 3 L 11 2.56x10° mol/L) Z%f
+5 6 (0.058x107, 0.116x10°, 0.232x10
3 0.464x107, 0.928%x10° 3 L 18 1.86x107°
mol/L) DEZ v RV Z&ite /KA Zz il
L, BARE Lz, ZOWKELLFO LC 4
iz Cobr L.
717 2 : Develosil ODS-UG-5 (5 pm, 4.6x250
mm, AR SR, T AR
4000, MHPERE : 210 nm, P& : 1.0 mL/min,
WREER A 0.1%F R, TAHEE B : 0.1% X %5
H7rvbh=hrVN, 772 FEME  0min
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(5%B) — 35 min (40%B) — 35.01 min
(100%B) — 40 min (100%B) — 40.01 min
(5%B)— 50 min (5%B), EAR :5uL

EFEI/RVYRVEBLOI 7 =4 VOENEREL
(E/my RVOEMRE/ 17 =4 D%F
JVIREE) NDWE R (BV), LC OIS
BIFAE7va RVEBIO I 724008 —
J Wtk (B RVOY—2miE/ 17
oA UOEY— 7 HE) DOISEL (WL
) #EHL, RWELRBLIOWEELDOL
OSBEL/ WEEL) NHh 7 oA ITxd
HE70Y RVORMS ZHH LT,

B-4-3) RMS W= F 7wy FoE s
2y RVOER

3HEDOT IO S5 B, Wk RO
B 31350 mg, 21320 mg ZKEEICEDY,
KEMABERLBICEVIER LD 02K
Brisi & Lie (FHHIRE 0 1 mg/mL). 20
ARBRIRIK % B-4-2 |27~ L7z LC &2 T
L, ozt —2miEeE 7oA LV 1E
i U 72 BRI L o T D L7z i BRIEIR o
B/ BV RVIEE (ugml) Z:Rke, kAL

STREFOEI Y RVER (%) ZHH
L7-.
CXV P
Content (%) =
ontent (%)= RMS X W 100
X 100

72720, RMSIZH 7 = A VICkTHET 0y
NV (0.122), CIFRBRAKTOEZ BT RV
B (mg/mL), VIFRBIEEOZE (mL), W
IERRELOBREE (mg), PIIA 7 = A » DOHE
(%) THhHD.

C. BWRRUOEZE
C-1) 'H-qQNMR 2 &5 T 0 v i+ o€
smuY RVOER

C-1-1) '"H.qQNMR (2 X B E 7 v FVELET
DER



'H-gNMR %, A7 bV BICBIERSh 51
Y L JIE B IE D v 7SV FERE &
ENMREOBGRN S, WENS(LEY O
B ERT O ENARETHD. £, Bt
B R L—T B U T DR SN YY)
BrAnsZ licky, BonsERMORE
MM KIEIC I E L= HiEE S 25, 22
T, KEOET 0y BV O~ A% W
HINCZT DD, THBEEELICOWT 30T
T 'H-gNMR JIl/E 1T~ 7. #@%, 'H-QNMR
TIE, TEMZREE LS E AWV D LERN
b5, REMRMESRMSEER LIRS, A
2T, ZOWESMEEAVT 'H-qNMR Z17
ST, B, ALFEY T M, NEEHEO
AFra b T F i N (DSS-ds: 60
ppm) & L, 8% ppm HfL CTE L. ZOkE
B, M21RT X912, 'H-qNMR BIEIC LY
BoN-EZ 1Y FVO'HNMR 227 kL
b, 80.8~3.0 ppm fFUTiZIE, 77U aiZH
ket DAL KFED S 7 F R, §3.2~5.0
ppm FHTIZIE, BEEICHERT 2 KkFEL T
HrREhZnglgZsni. L, Zhbo
TEIRICBlE I N 7 AR, S FROM
DT TN EH S ETIIRIRMICE 2D T
W, ERIZIST D U 22 AE o fE P O F% E A
HLEBZ LN, —J7, §5.57Tppm IZHIZE I
72 6 LIk T DKRF L 7T, oyt
WD T F L+ HBES TN 728,
E/RYRVOEEHAY 7T LVELTEY &
EZbNT-. FIT, ZOVTFA LY
ERHHLEZLEZA, RI%EHHENT. £
o, 2OV FUNbREB I EREMEOM
KEUE(RE (RSD) 1% 02% & BIFTH-T-.

C-1-2) '"H-qQNMR (2 X % 5 > wHhitimF o
E/uYFVOEER

Z 9> Y 3 IOV T, "H-qQNMR 12
E5E7vY FVOEEUNEEZITV (0=3),
BONTRREZ LCIE (n=3) LR L. 72
5, 'H-qNMR TiE, A7 b EDOEZ B
RVHRDO T TN ERME DY 7T e D
YBERE IR YA EE L C, BIE TR LT §5.57
ppm (60L) ZHAWTEZ vy RVERZEH
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Lic. &7 0 itimroesrsray KV E
BA2#2, KHHE®O 'HNMR 227 L&Y
3~5, LCZu~v h 77 L% 6~8IZENEN
RLTE. 2R TXE91C, 'H-qNMR 55
Hanhz®/ 0y FVOEREIE, LCLXVE
ST B & el LT 6~ 13%F2E i WG 3R
Elpotz. 22T, A2 2 HWT 2%
NMR #Hll7# (HMBC, HMQC) %17\, 4r¥FW
DRFEL 6NLDKFEEDHEZHERLIZE Z
%, HMQC TliX, 6 (\LDRFEL 7 F DI,
HMBC TlL 2 ~3fEABELE /s RV O
RFEEOMHEAPBLE SN0, thofbs
WINZHRT D B2 LA S
Mo 7=, Chaturvedula 1%, 744 X0l
L= m >t (50gH) 12i%, €71
RELELTEZBY RVOIENEZ BT R
Ja, £/ vy RO E, £7uav RV EIE
OT7 7Y ay (7 a—/, Mogrol) 1D
HLOR MO a4y KicER
L7 1l—FFY —Fras RO ENEET
HZEERMELTWE Y, chbo7r /) o
VOl EEEBET S L, BBV RVOD6
NEDIKFEY 7T VI DOE 7 v v NEED 6 if
DKRFL TN e+l cxd, BRE
L CEBMEMN BRI/ >7=b 0 L HEHl S
7.

C-2) RMSIZLB Tt nE s m
VRVOEER
C-12TRLTEESE, FH YT
Ty RVOERICBWT, MogmE
& DLTEEE L OFRA WSR2 fE b7
W "H-gQNMR T EENREETH 5 2 L AR
iz, 22T, ZOMEERIT D HikEE
LT, FEXHEEZLRE (Relative Response
Factor, RRF) Z MW\ /=2#rik "IcER LT-.
ZOFEE, FEEEYEICRT D RERRLA
Y@ RRF 3 & 0372356, FEYEWE 2 WAL YE
gL LTHY, EEYE B X OYIEXT%1E
B ORI T DR EE & RRF O Ef%E )
5, HEXZALEY & [F— O E & ARG % 2
FrlLpwra~ 77 4—%FHLEE
BETHD. KILTHE, 'HqNMR &7 2~ |k



757 4 — A EDE, [LEORHRCE
T LB O EM 2T /VEE  (Relative
Molar Sensitivity, RMS) 7> b I ER S EW %
E'T D HENRBRIN, BRI E~D
ERICAAShTnhs Y, 22C, AEHT
ITZDORMSIEIC LD ERIEDOEZ LY RV Sy
Hr~Du IS\ THE 21T - 7-.

C2-1) E/uy RVBEIOHI T =4 D 'H-
qNMR H|E

£/ vy K VIE, 220nm X EKREMICH
WK ZAT 252 EnD, 4o RMSEIZE
A ERERAES E LT, EEEANCRE 2K
WHRK 2 & B 2ZfMiZe 1 7 = A a3 R L
7. £9, RMSOBEMIZEHTH EI 2V R
VEHRELBLIOD 7 A (8K (Bk7 L
— ) O#iELE H-gQNMR IZ L D EH L=
(n=3). BT =A NZONTIE, ®IITRT
X912, 'H-gNMR 227 kL, §3.0-3.9
ppm IZ A FIIVIRICH R T D 3 AKDL 7T, §
7.86 ppm (21X, 8ALDKFIZHK T H 7
NENETNREEINTZ. 2055, §7.86 ppm
DT IV EERAY AL LTERIRL,
N7 x4 OMEZR T LIZEZ A, 98.5%
(RSD 0.6%) ToHDZ ENHIFA L. £/
2R VYL OB IZ oW T, C-1-1 12 #
L7248 91292.1% (RSD0.2%) Th -7z,
NHEZ7Y RVEBIOD 7 =24 VOMEE
EEL, UTFToma2iT-72.

-
—

C-22) H7=2AVEHRHTBETBTFVD
RMS D& H

BT AT HEISTY RV ORMS &
BT 5720, 318 (0.319x107, 0.639x107
BLV2.56x10° mol/L) OH 7 = A LITBIT 5
/1Y R VORMSIZOWTHG L.
7B, MFICHER LT 2y RV IE 6k
(0.058x10°~1.86x10° mol/L) & L, B-4-21C
AT LCHEMEEZHWTHREICHM LI 7 =
A - EF7uv RVIBREDHTL, &7
A VIBECBITSRMS R LZ. %3, 4
BIOSITRTEOIC, Hh7 =4V BEX
DEH SN2 RMS OFERNG, 7 A 12
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T HEZY RVORMS 50122 THDHZ
EHIA L. ks, E78v Y N VIEREL
T IREREICB W TR REMREZ R LT,
WIZ, #5472 RMS (0.122) O % 5
T 5720, FEEOH T = A NZDOWTIR
RED—RMEMAAFERL (X 10), 6IRED
E7 vy FVOEMBEZRAL RMS 2 H\T
TRy RRBEZEHN GHEME) L, FER
EOREE) L. TR, £e6, 7
BXOSIZRTIIICERRBEDE 0y RV
OFF Al & FHEMOZEIL 6%LL FTH D Z LM
R X iz,

C-2-3) RMS ZRAW=F X v i o 7
oy RVOER

ZH Y 3 IOV T, RMSICX D
E/ vy FVOoGaElELITY (0=3), €7
0y R VERELEZHDTER L-BER LY
HHEnr=g' R Lz, &7 0 hhiH
MroErsey FVEEREZEK, HHHMO
LC/Zr~ 775K 1II~13ICENEIRL
-, BBEEOH 7oA v EHONCEB S
&I Hh b oS0y RV OEE
X, E/mry FVEELZHNCTRERE I
GEREABRRAETRD LN, BLEX
D, W7o EEHEMNE LT RMS #H
WESHTERE, T T oE ey
NRVOERIZANEEZ BN,

D. &%

AHFFETIE, BEAFEINY) O Ry B 3R A
DR R OEEOH EEBR LT, 0
O oE S0y RV ERSE L TH-
qNMR (T & % EfF L OV'H-gNMR & LC ##
HAE DR TZFERE/VEE (RMS) EE2 Wi
EREIEICOVW TR EZIT>72. 'H-qQNMR T
X, BN 3EOTh v bt 0T s
oY RV OEEMIE, LCOEEMEE ik L T
6~13%BREmWFERZ R LIZ. UL, &
WZHWE 6 (LDKFBIZHKST B 7T ADE
ruay RV OFERMEICHKkRT L7l
R S EER BT WARNW T EICERT S
LEZLN. OEZ Y RVEKEDY S



FTINZONT Y, 7 THNOMD T 7 F 08
MERR S \CHSRET Do 7 L oEAR ) MR
SN END, AHLEEEZ DR WARIEIZ X
HEZOY RVOERIINETHY, Al
BEOERDBRINMLIE L E 2 ST,

—7J7, RMSZH W HIETIE, 17=4
EEBAEMLELT, 7=k T5HE
7my RVORMS (0122) LyvEH ST
ray RVOEEE, ki (£F7ev v
ZEBRMAELE LTHWZEE) Lol on
TEBEEABRRETIRD NS, o
T, AR SN RMS ZHWS Z LTk
O, ZACAHEHTOETI 0L RV OEE
T BN OIS EETE D Z EHIBIL
7.
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1. B 3CFER
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S, Sugimoto N, Kubota H, Tada A, Sato K,
Akiyama, H: Determination of Starting Materials,
Intermediates, and Subsidiary Colors in the Color
Additive Food Red No. 106 (Sulforhodamine B)
using High-Performance Liquid Chromatography.
Food Chem. 2017; 237: 733-742.

2. FRPER

1) RS, s, ST, ACREGE,
VIR =, MAEMS, ZHET, EBST
'H-qNMR % W /=& dhh ot > Y v k
U U LADGHIEOMS. Bk Fs
(2017.6).

G. HBMPEEMEDHEE. BRI
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1 £/ vy FVOFEHEsE

DSS-d,

H-6 (5,,5.57)

X2 271y KV O 'HgNMR 227 | L
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3 k1 @ 'H-.gNMR A2 kL
*  EEHAY L

DSS-d,

PR

4 REL2 D 'H-gNMR A7 kL
*  EEHAY L
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X 5 %3 D 'H-QNMR 27 kb
* cEEM TV
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DSS-d

9 BT A OLFEHER LN H-gQNMR ZA~<27 kL
*  EEHAY v
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# 1 "H-gNMR & 54

Spectropeter JEOL ECAS500 spectrometer
Probe 5 mm broadband autotune probe
Spectral width 17.5 ppm (-2.5~15 ppm)
Autofilter on (eighttimes)

Acquisition time 4s

Flip angle 90°

Relaxation delay 60 s

Number of scans 8

Spinning off

multi-pulse decoupling with phase

C decoupliny
pling and frequency switching (MPF-8)

#2 'H.gqNMR BEXOLCIC LD 3O T o AT OE 70y FVEREDO LR (n=3)

] 22 (%)
] )
H-qQNMR LC
1 33.7+0.4 27.1+03
2 62.2+0.8 49.6+1.5
3 33.2+0.7 22.0+0.8
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#3 7 x4 (0.319x10° mol/L) kT AHKEZ m s FVIEE LV EH SO &LV RE

hozqH4Y EHSOYRV )

EILIEE (mol/L) E—ymiEfE TEILEE (moll) E—o miEE PR IR
0.319x107 1873307 0.0580%x10~ 39944 0.117
0.116x107 80798 0.119
0.232x107 166419 0.122
0.464x10~ 326601 0.120
0.928x107 649288 0.119
1.86x10° 1247291 0.115
Fiy 0.119
PR 72 0.0026

F4 7 x4 (0.639x10° mol/L) Ik HKEZ o FVIEE LV BEH S DM E /L RE

hoazqA4Y ES5OY RV )

EILIRE (mol/L) E—/@EmiEE  ELREmo/L) F—4/EEE FARIE L RREE
0.639x107 3619362 0.0580x10" 39944 0.121
0.116x107 80798 0.123
0.232x107 166419 0.127
0.464x107 326601 0.124
0.928x107 649288 0.123
1.86x10° 1247291 0.119
iy 0.123
PR R 2= 0.0027

#5 7242 (256x10° mol/L) (KT HKEZ 0 NV IEE LY B Sz OMESHE VERE

hoxA4Y ESOY RV )
B T S Ry s—y—— TS — SR
2.56x10° 14462844 0.0580%107 39944 0.122
0.116x107 80798 0.123
0.232x10° 166419 0.127
0.464x107 326601 0.124
0.928x10~ 649288 0.124
1.86x10° 1247291 0.119
Ty 0.123

FEAER 2= 0.0027
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F6 BV RV OREEICETIHEMEEFEMEOLE (77 =4 V¥ 0.319%10° mol/L)

E5OY FVEE (mol/L)

— . Bias (%)
TEE HEE
0.0580x107 0.0561x10 3.4
0.116x10° 0.113x10° 2.3
0.232x10 0.233x10 0.6
0.464x10~ 0.458x10 1.3
0.928x10~ 0.911x10~ 1.9
1.86x107 1.75%x107 5.7

F7T B0V R VIEBECHETAHEREMEFEEOLE (I 7 =4 #E 0.639x10° mol/L)
E5OY FVEE (mol/L)

= . Bias (%)
T=E HEE
0.0580x107 0.0580%10> 0.01
0.116x10° 0.117x1073 1.1
0.232x107 0.242x107 42
0.464x10~ 0.474x10 22
0.928x10~ 0.943x10~ -1.6
1.86x107 1.81x107 2.4

F8 B/ Y N VIEBEICHETAHEMEFFEMEOLE (7 =4 ¥ 2.56x10° mol/L)
E5OY FVEE (mol/L)

. Bias (%)

MEfE EE
0.0580x10 0.0581x107 -0.1
0.116x107 0.117x107 1.2
0.232x107 0.241x107 43
0.464x107 0.475x10° 23
0.928x10~ 0.944x107 1.7
1.86x107 1.81x10° 2.3
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KO 2FEDOFIEZLDE T I IR OE 70y KV EEOkKE (n=3)

HxtEIVERE X
St H7xA ViEE (molL) Rt E gk
2.56x10°  0.639x10°  0.319x10°
1 27.9 27.9 27.0 26.9
2 54.1 54.1 52.2 52.0

3 24.6 24.5 23.7 23.6
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JEAE IR AR SCE B E (B DR M IRHEE TR F )
BETEERINM O S BT D 72 8 O M V5 B3 2 28
(H29- £ fih-—1#%-007)
FERR294E BERFZE Sy HH R

REAFASIN) O 7E B RS dh D6 A B9 S W52
~ LA R X 2 BEAFUIN o € & AR ah O BRI BE 3 2 P98~

BRI HAES  ENEEL RO SRR B

MREEE BERNDOSEREOT-OIZIE, ERERSHT - FTHMETEZHRET 5 2 & TR
IRUMEHRBRZ LT 5 2 ENEETH D, R TIE, 1RO EFDOFETIIEEHED
RRE N N EE 72 RN DN, FREERL Sy & Rl — 0 FF L <IN o B 3 E B N
DEGHIV— NEWNLT D Z L THIZ 2 oEORTEZITV, 8 B Ok e 22 B BRE D%
Ex BT D2 HME Lic, KEEX, 7T vEAICEEND 7 vt F 2 (crocetin),
MBI UARIIEEND N TV A v (capsaicin), ATV T IAEXFIZEENDIIE Y

(capillin) ZxfG L LBV — FDOWMNLEZIT T2,

A. BFFEEH

AR T, BEfF CRIR) WY o Bk R
REZI 720 T2l HEEAKIC X 2 BEfFIR
In#y o 5 B AR 53 X OV EEE #e i g o G
BT AMZE A RE L. o, QRMT
myoFEaErE UL EH S, BREMEFR
BRICLERESNDI I T ) A NEHEZPLE
LIS OEREITY. IaT /A4 RIZHARR
WA BT HRKEBETHY, BIEE TIZ
700 FEFLL ERE R I TWD. b ORI
WX RSRIEA BE D B 15 B T A O R i A T
DRETHY, EREOIMEICBNTZZ 2~ b
77 73k g U CIEMMEICR T DA, B
MREERREEN TS, F-BIEICBNT
b, FRETIS AR5 e R BESC RN ORRBEN £ 4 &
0, FOHRAEENIET DD BILFE KIS
Lo hmT A4 FOBEMLZ&EHME TGS 5
CLIEFEBETHD. &b, QEERKY DY
B ERFONEBLAEMO AR E, EEATE
BAEES & L TOIEDORBE ATV,
HoksHe 2 R RBRIE DR E 2 B+ 5. K
FEEE, QOT—<ICEREZKRY, 7F U
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llEEND 7 atF 2 (crocetin), b HT
VHRIZEEND I YA 2 (capsaicin), F
AV Z7IAEFICEENDIEY - (capillin)
XL LAYy — b O 24T - 7=,

B. WG

ravFr, W7V ATy, AEY EEN
Z ¥ Scheme 1~3 |Z/” 9 /b— KN CTEEKT 2 5
N TCT-.

C. BRERUOELE

savFr, h7VAvr, AV rE, £
NWENAFEG RHBER PO T 20—
NefEsi LTz, 7agF o el B nT
&, BINERO TRZUET DHLERD DD, K
ISR GREE, I, BOSREREY) ZkEaT
HZETIZIYUTTEDLEZEZTWVD. LITFIT,
ZTNENOARLIRIZOWTREHT D.

C-1) 7 n¥&F o DER (Scheme 1)
L&® 1 DERL

Trimethyl phosphonoacetate (0.3 mL, 2.2 mmol)

% THF (10mL) (Z¥fEL, 0°CIZTAFELT b



U 7 A (100 mg, 2.5 mmol) ZHZx7=. 0°CIiZT
155y FEIF #8244, (2E AE,6E)-2,7-dimethylocta-2,4,6-
trienedial (167 mg, 1.02 mmol) %%, =Rl
T 15 FEfESE L. RIS ICfafniE (b7 %
= U LKEK 30mL) ZNz, FEE=F /LT 3
[l e, AR 2K &b R U o Ak
WK TR L, AEAmEET Y U AT
e, TR L, IR Z RS, YIS
NT T 4 — TR (~FH o iR T L=
3:1) $§52&7T, bLEW1 % 67% (189 mg) D
WgETH (Fig. 1).

'H NMR (400 MHz, CDCl3) 6 7.37 (2H,d,J=15.6
Hz), 6.75 (2H, dd, J = 2.8, 7.6 Hz), 6.52 (2H, br d, J
=10.0 Hz), 5.95 (2H, d, J = 15.6 Hz), 3.77 (6H, s),
1.95 (6H, s); [ESI(+)-TOF]: m/z [M+H]" 277.

t&® 2 DAL
A% 1 (149 mg, 0.54 mmol) % THF (10 mL)
IZ¥fiE L, -78°CIZT IM DIBAL-H kL ¥
% (24mL) % 345 TR Lz, -78Ch
H-18°CIZ 1 I THIR L, RISHRIZS U
v KIEEY (6g/2mL) &N % 1 RERHE#E,
RV U A(LLg), ik~ 73> v A(11g)
ZINZ 30 DR L. [SiRE®E 7 A4 MR
L, Y2FLxz—7/LC3mEE, ArEE%
Wiles b U O N TR, JEE L, I8 A RN
HI LT, BT A a— UK EE. BT
— LK% THF (10mL) [Z¥fE L, 0°CIZ T [
fb~>#> (743 mg, 8.5 mmol) Z N1 %, =EiEIZ
T 4 FFREFE L. RIS EE T4 MER L,
VI F )T —T )V C 3 B tk, IR A NG
HZ LT, \bE®2 (117 mg, quant.) % 15%7-.
o 2 IR T ROBSIZHW (Fig.
2).
'H NMR (400 MHz, CDCl;) 6 9.63 (2H,d, J=7.6
Hz), 7.17 (2H, d, J=15.6 Hz), 6.84 (2H, dd, J=3.2,
8.0 Hz), 6.64 (2H, brd, J=9.2 Hz), 6.26 (2H, dd, J =
8.0, 15.6 Hz), 2.02 (s, 6H); [ESI(+)-TOF]: m/z
[M+H]" 217.

L&Y 3 DERL
Triethyl 2-phosphonopropionate (0.26 mL, 1.2

176

mmol) % THF (6mL) Z#fEL, 0°CIZTAE
£t~V 724 (50mg, 1.2mmol) M x7-. 0C
(2T 10 3[R, (LA 2 (117 mg, 0.54 mmol)
ZNZ, SEICT 22 B Lz, ROSHKRIC
fafnf by = LK 30mL) Zh0Z,
Yrunm AR T3 ENE, AREEZKE
T b7 MY U LK CHEER L. ARE%
Wil B U o TR, I U, TR 2 R,
YIUAFNTa~ NS T T 4 — TR (~F
ViR TFL=41) T5H5Z2&T, {LEW 3
% 27% (57 mg) OUWFETH (Fig. 3).

'H NMR (400 MHz, CDCl3) 6 7.29 2H,d,J=10.8
Hz), 6.71 (2H, dd, J = 2.8, 8.0 Hz), 6.52-6.64 (4H,
m), 6.36 (2H, brd, J=10.4 Hz), 422 (2H, q,J=7.2
Hz), 2.00 (12H, s), 1.32 (6H, t, J = 7.2 Hz);
[ESI(+)-TOF]: m/z [M+H]" 385.

7 atFrDOEK

It&¥ 3 (35.6 mg, 0.09 mmol) % A% J —/L

(10mL), IMKE&R{tF U &7 A KEEHR (5.6 mL)
VAR L, S50°CIZT 5 HIEREER L7, RUSHKIZ
MR A IMZ pH=2 & L7=%, L= L
VUBDEREEELT D Z & T, crocetin & 37%

(11.3 mg) DU TH= (Fig. 4).
'H NMR (400 MHz, DMSO-dg) 6 12.2 (br s, 2H),
7.21 (2H, d, J=11.2 Hz), 6.83 (2H, d, J= 10.8 Hz),
6.73 (2H, d, J = 14.8 Hz), 6.50 (2H, d, J = 8.4 Hz),
6.43 (2H, d, J = 14.8 Hz), 1.98 (6H, s), 1.92 (6H, s);
[ESI(+)-TOF]: m/z [M+H]" 329.

C-2) 1 FH A DER (Scheme 2)
4-(Aminomethyl)-2-methoxyphonol £ (313.7
mg, 1.65 mmol), N,N-diisopropylamine (DIPEA)
(0.94mL,5.5mmol) #>¥7 rm X4 (6mL)
WM L, ZIRIZ T trans-8-methyl-6-nonenoyl
chloride (0.362 mL, 1.82 mmol) % 3 43T
WF L7z, SRS T 15 RefEH, KON
FRERAKFE T R Y 7 LoKEEHE (20mL) 200 %,
vrunu AL AT 3R AT o 2. AiE
ZAEET MU U AT, TR L, TR A JRAE
%, YUATNVIaw NS T T 4 — TR (~
XY EER=F L =5:1) T 5 Z & T, capsaicin



% 89% (448 mg) DILHFETH7- (Fig.5).

'H NMR (400 MHz, CDCl;) & 6.96 (1H, d, J=8.0
Hz), 6.89 (1H, s), 6.83 (1H, d, J= 8.0 Hz), 5.69 (brs,
1H), 5.29-5.44 (3H, m), 4.41 (2H, d, J = 5.6 Hz),
3.80 (3H, s), 2.57 (1H, t,J="7.6 Hz), 2.21 2H, t,J =
7.6 Hz), 2.00-2.06 (2H, m), 1.35-1.80 (4H, m), 0.96
(6H, t, J = 9.2 Hz); [ESI(+)-TOF]: m/z [M+H]" 306.

C3) eV DAL (Scheme 3)

Trimethylsilyl acetylene Z HFE A& LT &
U oaamRT o0 — hEsEF LT,
IbEa¥ 4 DAL

Trimethylsilyl acetylene (0.276 mL, 2.0 mmol)
% THF (10 mL) (2% L, -78°CIZC n-BuLi (1.5
mL) % 3 53727 T T, benzaldehyde (0.205
mL, 2.0 mmol) %Mz, |EE THIRE LN
1 REfBER L7z, OnRICfafnfEir v e=v
LKEER 20mL) #z, 7 aua A XT3
B, AR 2K & fafnti{b ) R U o Ak
R T LTz, ARJEZmEET F Y v ATz
e, TR L, ERZ RN L. REE A Y ) —
b 20mL) ([ZEfREL, mEEA Y 7 A (14,101
mmol) ZMNZEIRICT 14 BFEEL L. }in
Rz L, K xE, Ao ax
N7Z 7 4 —THE (~FV 2 FilRT L=
4:1) ¥52 LT, {bEW 4% 63% (168mg) D
W7 (Fig. 6).
'H NMR (400 MHz, CDCl;) § 7.35-7.58 (5H, m),
5.48 (1H, dd, J = 2.4, 6.0 Hz), 2.67 (1H, d, J= 2.4
Hz), 2.20 (1H, d, J = 6.0 Hz).

IbEa s DA
&% 4(168 mg, 1.3 mmol) 7 & k> (5mL)
2R L, 0°CIZ T N-bromosuccinimide (NBS)
(278 mg, 1.56 mmol) , fiFfE£ER (29 mg, 0.17 mmol)
Nz, S|RICT2RMEHR L. KSR ETE
WL, WREEEE, YISV rsa~ T T
7 4 — TR (v EEE =T L =6:1) T
HZET, ALEWS5 & 78% (210mg) DR T
57- (Fig. 7).
'H NMR (400 MHz, CDCl;) § 7.33-7.54 (5H, m),
5.49 (1H, d, J = 6.4 Hz), 2.22 (1H, d, J = 6.4 Hz);
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[ESI(+)-TOF]: m/z [M+H]" 211.

L& 6 DAL

Propyne (3—~4% in heptane) (1.5mL) ¢ THF

(5mL) &2, 0°CIZT n-BuLi (0.61mL) %
33T TR L, 0°CIZT 1 R, X
IR & SEIRIC AR L, Cul (193 mg, 1.0 mmol)
Mz S B 1VRFRITEFE L2, RV T 0CIZT
FOSHIZAL & 4 (105.6 mg, 0.5 mmol) 35 L OF
pyridine (0.72mL) ¢ THF (5mL) ¥ %N %,
HARFIR L2036 50 r#R L7z, BUSIKRIC
oM HifE (30mL) Nz, FEfETF /L C 3 [Blfh
M U7, AL N U » AT, I8
L, EiRZENEE, I Fvrsa~<x NI o7
4 —TCHE (~FV > FiRFL=51) T5
ZET, LAY 6 & 78% (210mg) DINEK TH
7= (Fig. 8).
'H NMR (400 MHz, CDCl;) § 7.33-7.53 (5H, m),
5.49 (1H, d,J=6.0 Hz), 2.23 (1H, brs), 1.95 (3H, s);
[ESI(+)-TOF]: m/z [M+H]" 171.

HEY DAL
&% 6 (17.2mg, 0.1 mmol) % THF (5mL)
WL, 0CIC T @b~ (145mg, 1.6
mmol) ZN %z, =R TORREHE L. Mn
WREEI7A MEBL, Y=FLz—T/LT3[H
Ve, WBIREEWL, YV DXV rsa~ v
T 74— TR (~FV o R T L =6:1)
T5HZET, HEV Y (11.2 mg, 66%) =457
(Fig. 9) .
'H NMR (400 MHz, CDCl;) § 8.11-8.13 (2H, m),
7.62 (1H,t,J="17.2 Hz), 7.47-7.51 (2H, m), 2.09 (3H,
s); [ESI(+)-TOF]: m/z [M+H]" 169.

D. &

PER DL O L TIEE BB O EN
R EE 72 M ONT, FEIER S & Rl—D# L
AT E O E M ST E B AR o 4
BNV — N EMESLT D 2 L THIZ R kO
BAFE 24TV, i B oM e e RS ARBRIE DR E
ZHIUET 22 L2 BME L, REER, 7
avF, WS AT Ly, VD COMEERE



fRV— NENLE AT o T2, %%, 7 rEFro
BRI W THIFEE & L 72QE4E,6E)-2,7-
Dimethylocta-2,4,6-trienedial % HLifiF# & L T
FHTED, 7FFvEAICEENL 7y
(crocin), 7F F—BAFIZHFENDLIEF T
(bixin), FUHTUERIIHZTENDLN T YA
vV (capsaicin), 77 7 4 THARICEEND T
A B XA F o (astaxanthin) D& Ak % 55
%. b1, H7EA@ TiE, Proofof Concept
(POF) Study Design & L C, 7 U > OEE#
RO LEMEARL, 7 r~ NI T 7k
WX D EMH T EERE®REMS E L TOHK
WIEXIT . POF FEiEZIX, Z<DhnT /A
NRIZE EN L@ EEO N =, R
AR EROTe T A4 NMUBILEW %
AR, [FERICHISER E ORGET 21T 5 .

E. ZE3CER
L

F. Wi
1. %K
L

G. HBMPEEMEDHEE. BRI
L
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1) DIBAL-H, THF, -78°C to -20°C
OHC._~ o NaH MeOCr A AN COMe )
THF, 0°C to rt, 15h 2) MnO,, CH,Cl,, rt

quant.
(2E,4E 6E)-2, 7-Dimethyloda- 67% .
2,4 ,6-trienedial
e0,0., k.
CO,Et
EtO,C” i
NaH 0
a
OHC NN —_— PG N xn CO,Et
“ Y CHO  THF, 0°C to 1t, 15h EtO.C - A
2 27% 3
1M NaOH ag. J\/\ « « COH
—_— S 2 ol
MeOH, 50°C, 120h  HO2C = X

37% .
crocetin

Scheme 1. Synthetic route of crocetin.

C'W

HO HO

O, o8

MeO N:Z‘C | DIPEA, CH,Clo 1,150 1ieO NM

89% o

4-(Aminomethyl)-2-

capsaicin
methoxyphonol hydrochloride

Scheme 2. Synthetic route of capsaicin.

1) nBuLi, THF, -78°C

2) benzaldehyde
-78°C tort. NBS
3) KoCO3, MeOH, r.t. ©/\ AGNO;
TMS—= _A9Ws
63% (2 steps) acetone ©)\
Trimethylsilyl 0°C tor.t.
acetylene 78%
1) 2eq. =
2 eq. nBulLi, THF, 0°C
2)2eq.Cul, rt.
3) 18 eq. pyridine ©)\ 1(3(3(14Mn()2> ©)‘\
20% 0°C tort.
6 66%

capillin

Scheme 3. Synthetic route of capillin.
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