JEAE TR R E A B (B DL R HEENT 7R )
BEAFRIN O SV E m FIZE T D58
(20KA1008)
AR FE s
FABRYVE K OV Tk D BRSE
~"H-qNMR 35 < M VR 2 W2 BESR LB Y o 2 v O Hr FIEICBE 3 2 %8~
SRR KM AARKRY: AW&EER T Sl myertt S

==
7IN

MREE AR TIE, BEFERIN O R BURS BRIE OB L R OREEE DM EA4 HEE L T,
BUIR, BB RERE Th AR T U P XRRIT, TOMSEE () BT 5 &
EVEOMESIZET 2R 21T o7, SFEIX, FVEFEIZS ki, 'H-gNMR (23S MH*HE
JVRGEE (RMS) % W= v 7Y 7 57 L v & HPLC D S35 0T ~D s I B4 A i at 5 5
ML, EEME CTHLH4— 8 ReX VEZEEFEMATNVRON 7 oA KT BTV o F=21-
O-7/L2 RO RMS /N 1.13 (MHB), 1.87 (W7 = A, BMHKE 274nm), 087 (W7 =1
v, KR 2050m) THDHZERHLMME oz, T2, oSk BRE (2) 2B 5HI
WMEEED 7N a7 I 7 =8Bk Wa —Fha v X —8 &R0 TBERINK D RO SEhERIZ D0

TR U722, HUE SN BOGKER], AR ORINEICRIEIZEN EZ 2 b,

A BFZEEHB

FEBALER ) Vg, BEFERINY 4 I
fn AU A MMOE SN TOWAEBEFERIM O 1o
THY, EWEEL LT, Fa—A I HaRe
RO T 7y M LTERAISRS .
ZORMEIMIE, BAEAEES 1 14&E1H
DEDIZE Y ERSIND TR, BINMEOH

FEFEUE | 1TSS BB HIE SN TEB 6T,

BUEIX, HARBRRINDIHSBAER L7258 4 iR
BETFUSING) A B 2123 Cllsd, (A,
WL TWD., —FHT, Yk 7HELURE, BEFR
i o2 SVERERR & R D 5 E 2 O g b
BSE 2, BEEIIICOWTIE, 008 % i
"L, BOREIZFST D0, Hx Oy
WERE L b, BRI A TEE~OILE
EOHOLNTEY, ZoORERWMETY Y iz
LT T&f, WIS ogiskitsE) ok ek
B TSNS E E A~ DO ULHE I [ T2 i 3
HHNTND., Z0oh, ol () 1M
LG, IRMEGERMBHE LZbD1E, B
Fo U RE LT 30.0% L EEET) L ER
TEY, ZokT ) o 7r= U EAE &, B
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FHHEFV VDI aT I T—EEWNa
— N avF— NEgo 1Y) ovry, IE
JTvav Ry vy, ) =0 7-0-
Tnay R KON TERET D o — 7 v a gk
Bl OFRGEOAFENSEHT D Z EBNEE
S TWab. BIE, oHFEE L, BRI
DRy R BREO R Ea B L7-F2ED —
BRELT, ZORELET Y P ORISR
EIZB T D 'H-gNMR (2 53 < M & VR
(Relative Molar Sensitivity : RMS) % U 7z >
I 75 LA HPLC % *° OIGHICET 5
BEtE 33O\, ZRETIC, EREDEIC
NTHFIV U T vav vty v
O RMS ZHREICT 5 & & HICFEREE H
WRRFHZBWT, 7l 77 LA HPLC
B EERIETRILEEZ O Y P U RONE
THai )t o OEEICRE REWVIT
RBOLNT, ZTORMS ZHWAHZ Lizky, v
YN T 7 L AHPLCIENDS Z S 2 FHD
EfEREEBENARETHDLZ EEHALMNI L.
LMEREE, 7] 77 Ly A HPLC DG
Iz 2 Bato—gE LT, EEMEIZT



LTV = 7-0-7 03 RO RMS (I2O0)Y
THRFI L7z,

F7o, BOTBEREBRE () ITHESRLTWY
HEMLEICBIT A2 7 VvaT7 I 97—k WNa —
T3y B —Y a T B N 53 iR O RO
NFRIZOWTHRETRET L 7=,

B. ®FZEGE
B-1) BB R URRZE
LAY vy (BRnpRLs) (&
PSS 0 C2204), ZvaTrIT—F (F3In
JNavZ—+8, SIGMA t1:#, CatNo. 10113-
1G, 7 : 103 U/mg (GR/RfE)), o —2Z/1=
VHE—Y (bFrvRTNavd—FL (7~
/1S, LotNo.TGUS1152301LS, Jififfi : 317000
U/mg ($fitiEw)) 1%, ENZERLE A
ZEHT BTSN L D50 T,
FU T 1%, Acros Organics fE#E D —f% 3t
(Cat.No. 10236-47-2, Lot No.A0407598), J U
V=2 7-0-7 Va3 RiZ, Extrasynthese fl:
Bl %338 (Cat.No.11608S, Batch: 07, ID :
0507/0), 4—t RuX " ZREFBEAT I (AT
JWXT X MHB) 1%, 7 ~<7 VKU v
(k) WOFRIHMZEH#EY) S (Cat. No. 99-79-3,
Lot No. BCBX5970, #2FEME : 99.8 %, #L9E
PN 03%) BT 2 A NI T T
KU v () ROBFHEUEYE (Cat. No.
58-08-2, Lot No. BCCC1661, FRFHHE :
99.9 %, YEEAFHENS 1 02%) EENENH
/2. 2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-ds) L&+ 7 A /L AFnyEHE
(BF) BLOFRGHEREY) S (Code No044-
31671, Lot.No.ESH6525, FRiFfE : 92.3%, ¥k
RAFEDS : 0.8%) ZHWz., BV AT LA
LEF L K (DMSO-ds) (XBIH LS (BF) #
ZHW=, D-7 v a— A EREHARAREKTR
T AV LFOEHIEE (BR) WL a— X CI-7 A
N a—%fEH L2, TOMoEEE, mil
Wik a~ 777 0 —HAEI3FRE W
7.

B-2) E
R IEIESEE (NMR) : ECA500 (71 kv
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JEE JE I $L - 500 MHz) (HARE 7 (k) #)

ZSHrH HPLC 7R 7 : LC-20AD (IRE V' Z
vy b=y M), A— T T
SIL-20AC, %7 L{EIEAE : CTO-10ASye, i
FAEHEs : SPD-M10Ayy, A7 L3 hr—
7 : CBM-20Alite, Z#r7 — X B 2T I ¢
LabSolutions (PA_E (BF) BER/EATRD, B
EE  AG-34 ((BR) 7).

I/ v RKFE: BM-20 ((BR) —— -
A #)

37 v XK AUW220D ((#)
)

TR T

A

B-3) fHXE/RRE (RMS) ZHW=L 7
V77V AHPLC¥XBTFY v F = 7-0-
Tnay ROEER

B-3-1) 'H-.qNMRIZ LB TV 5= 7-0-7
vy ROBERIE

F U =2 7-0-7 0 3 K 10 mg & K5
IZED, U7 VEIZ AN, BIZ DSS-ds I 5
mg FIEEICEY, ROV U TVEIZANTE
%, DMSO-ds £ 1 g I[ZFfE L "H-gNMR FH 3R
WiRE Uiz, 30T CHBRImR AL, o
VIR A A 5 mm O NMR BCBHE 12 AV L,
# 1R T 5% - € "H-gNMR JI7E & 47 -
7=. DSS-ds D> 7 F )VIRIFEIRE A 9.000 & L7=
LEoBEMICHRT DR ESED Y 7TV
mFEREE, &, RESFZXROKXUTAL,
HlBtoEE (MEE, %) ZHEMHELE.

/ H / W
sample sample sample sample
Purity (%) =
y( 0) std/ Hstd std/ Cstd
X 100
L,
Lsampie= U E XS RE DRFESED > 7TV R TR

JE Tqa=PNEEYEMVE O > 7 F )V EFEFRE (DSS-ds :
9.000)
Hiample=11 7E 5 G W) 8 D 5 8 FE DK FEL
Hoo=M 15 Y 1) B D 5 € M D K 3 % (DSS-
ds:CH3%3=9)
Maampte=1HIE KT R WE D 53 F



Mu=NIEEWE D 5> 1 &  (DSS-ds : 224.36)
Wampte=I0 E X G 'E OFF IR (mg)
Csa= "H-qNMR FEHEFRIHR 0D DSS-de I 5

723, '"H-gNMR DAL 7 MELE, DSS-ds D
7u b7 IR §0ppm) &L, §fH
% ppm WAL CER L=, Tz, 7—X 0TI,
Delta (Ver.5.3.0) (HARET (BR)) MW,

B-3-2) E¥EME (MHBRUHI 7 =4 V) IT
T BTV HF = T7-0-7vay RO RMS D
B

FVUHF = 7-0-7 V3 RTIE, WK
FEDKI 500 umol/L & 725 K9V o=y
7-0-7 V212 RD45 'TH-QNMR A FRBRIANL & 20
mMLAFEA AT T Za~LEE AN, 20%7 & K
= hIAENMZHE L., Z20%, 20%7T &
F= U LERAWTAL 2 TIEXRARL, 5
1.0~500 pmol/L ® [T 10 # £ > HPLC H#ABR
TR 2 FR LT,

MHB KO 7 = A ClE, #RHE () %
EZE L, MHBRE O 7 = A V&2 EFRICED L0,
#1 1.0 pmol/L~#J 500 umol/L DET 10 s
J£ HPLC HEBREIR (BRI - 20%7 & b= |
) EEFE3 O T CIERLL 7=,

VERL S 7= R BRVAIK 12 DU T, k@D HPLC
SMECTHHT L.

717 2 Cosmosil 5C1s-MS-1I (4.6 x250 mm,
RirfEs5um, T4 7 A7 (B #), B7
LIREE - 40°C, MR 283 nm (FU 5
=2 7-0-7)»=2R), 255nm (MHB), 7~
= A > (205 K274 nm), K : 1.0

mL/min, B8FH : K7t k= kUL R
JEWR (8000 : 2000 : 1), JEA& : 10 uL

=1
1w

BIRRDENVIRE 2 XEIT, MRHEROISEE
(B— 7 mifdfE) 4 Y $hlc7 = > L, Excel
ZRWTHSEZ@S (X0, Y:0) [BlFERR
ZERCL, TNEMRERE Lo, v, &
WReB T 7u~ 778D —27 0 SN
2310 LU & 72 2 IR RSP R ERR A TR L

7.

15 DT HIE R S8 K OFEYEY) B O f &
MOMBRAOMEE O (UIE XSS /e
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W) D HUEW R\ Z %t A E RS E O
RMS # & H L7-.

B-4) EERUHET Y O RBGTORTY UHF
S VEEREBROERICBIT ABRLBEDOK
ISR DR

B-4-1) BEERABE OT Y U F = VEEER (G
vOv, 2 INAIAFY D, FY S
= 7-0-7vavR) ok

105°CC 3 FEfMizig S t-fEREr Y oo
v 05g ZHRERICEY , K S0mL IZIEfE S 7.
D%, T VAT AT VR AERBIE (7
v 3—F A ~ XADTHP) 50mL NFE I 7= H
FAE (N K25cm, £ :55cm) ([Z[#HE
JLBRF Y O DRIk AR, 1 4RI 2.5 mL B
TOMHRS Tt 7%, 7K 250 mL T L
7=. RIZ, 80% =% / — L 200mL % 1 43fHIZ 2.5
mL UL F OB S Tt L, WAy 2R H S 7.
ORI AR L CEEE R 40mL & L7z,
T 20 mL (27 a7 2T —1 2500 ALK
Wa —Z Va3 Z—+¥ 30000 HALZTNL,
55 °CT 60 7 MikE L=, & 51295 °CT 304
BN 7-%%, =|IRE CTHAIL, KEMZ TIEfME
IZ50mL & L, AiRE L7z, ZOAKSmL %
EMECEY, K/77% b=tV HERRIREIR
(8000 : 2000 : 1) (BBEhHH) A0 EfMEIC 50 mL
& L, HPLC H#EBriai & L7=. Z® HPLC H
BRI % B-3-2 |27~ L7z HPLC §:0- T L
7.

BRI T DT ) P NTONT, FD
v— 7 mEE A BN ER LY P ('H-
qNMR (2 & 0 3R BT Ml HD < AR UERR
WRaEEH. 7V DM - 852%) OMER
LUTRAL, REBREERTOT Y oo U RE
(umol/L) Z R, WOXL W ikEih oG &
R L.

FU R (%)
_(CxM)xV

W x 109

><50x 100
5

=77 L,



C : HPLC HRRBRIEIE B ORI E X SR8 D
JEEE [umol/L]

V: BRI o [L] (0.05L)

M : HIERSZME D& (T ryr=
580.54)

10° : B OFF RO HAL [g] 75 [ug]
DN D IR

W AREtOEEE ()

ARG DOE ) T aF ) oY K
WY 7= 7-0-7 /v ay RiZonTli,
ZOE—7mEEEY Lo T U o AR
TROBEMMAUTICA L, H-gNMR F5< 4%
RMS (B/ Z)vas it ooy
=1.07, 7V =2 7-0-7 vy RKFU
Tr=0.98) ZHWTHREBRRRT OE ) 7va
VYU ERIRT) = 7-0-7
2 RRE (umol/L) %Rk, OA L VR
B o& B2 FH L.

E)INAYNF ) VY ERETY =
v T-0-7 Al RoE (%) =
_(CxM)xV 50

W < 106 x?x 100

=77 L,

C : HPLC HERBRIE IR OWE X598 D
IR [umol/L]

V: BRI o [L] (0.05L)

M : HIEXSIED & (£ /7 vay
NF N D =T74270, FU =T
O-7" vy R=434.40)

10° : AREOFEEAEDHAL [g] 75 [pg]
DN D IR

W REtOERE (g)

B-4-2) BERABED o — SNV aVVEBREOE
B-4-1 DIETHLNIZ AR 20 L # £V, D
— 7V a— R E B MR AR 3mL % EAEN
Z TRV IR T2, 37°CTIEMEZ 5 4 HoE
L7z, RiFE TWEIL 72 b 0 &2 RBRak &

L, 505 nm (2R HWSEEZRIE L.

REFRIZIE, 7K 20 uL & A CRBRTAIR &[RRI

BE LT 2 AWz, F£72, BN ZEilBR a7
W, MIELZ. 272U, ZeRBRAE, KK
20mL 27 vaT 2T —F 2500 ALK N a —
7V H—E 30000 HAL AR L, 55°CT
60 43 FE i L 7=, 95°CCTHJ 30 sz L
7o, |IBETHAILIZE, KEMA TIEMEIZ
50mL & U, ZEilBRisi 2 slBRAK & RIRR I #
ELTHEEZRE L. B, FEEDS
Jb a1 — AAEAEYRWE (0.5 mg/mL, 1.0 mg/mL,
2.0mg/mL, 3.0 mg/mL, 5.0 mg/mL) (22T
ARIRVEIR & FIRRICERE L CROLEE 2 JIE L,
B ZERR L. ZOMEREMIE L-H
HROWNEN HHEBEIEF O D (+) — 7
a—RREERD, kR Evr/varis
— PRI X EBET D a— 7V a v VEREED
EAEH L.
a— 7N VRO E (%)
Cx100 162

= X X
W x 1000 180 100

7272 L,

C: RBARE ImL 720 O D (+) —Zna—
ADE (ug)

W RELORIE (mg) THD.

B-4-3) 7Y U = EERESEDEH
WOFHEXIZL Y, IV 7= A
DEEERDT-.
BFY A= U REAE R (%)
=FEFERE DT U 7 = R (U v
L 01 %= 0% sl NV M I
=2 T7-0-7vay R) O (%) +EELE
WX WL o — v a s ko (%)

C. BREUEBLE
C-1) MxXrENERE (RMS) ZHWET 7L
Y77V AHPLCELD TV 5= 7-0-
Tnay FOER

C-1-1) '"HqNMR (2 X%}V 5= 7-0-7
Ny ROBERE
1EHEZ2 RMS OB HICH 720, HIERSRWE



DO—FRIED EMEMELZH LT HZ L
WIEFICEETHD. 22T, ZOMEEZH
5T 5720, 'TH.gNMR Wb 2 L &L
7=. 'H-QNMR (X, A7 bV EIZBIERSND
FEYEWE & EXT G E D > 7 F VAR TR
EENVREDORGN D, HIEXNGWE O
ERERIERT D ENARETH L. Fiz, B
BN N L—H BV T o DR ST ERTEY)
BrEHWHZEicky, BondEREOE
FEMENKIFICH E L= HETH L. £ 2T,

#F VR THESRMZHWT, —fEEo T+
Vo= 7-0-7 V2 RiZ20W T 'H-gNMR
EAToT. 7ol LT T MEIX, NEHEY
BOAFNT T b 7% iU (DSS-

ds: 30ppm) & L, §ffi% ppm By T L

72. K117 X912, '"HNMR A7 kL
F, §2.70~5.60ppm 27 7V 2 (FU
=) O2{L, I KROHEBIZH KT D7)
v, 86.00~750ppm (27 7Y 2y (FU
=) ICHKT DV 7T ARENENBILES
niz. ZnomHh, §728 ppm IS
TV =D 2NN N DRI KT
D7 F M, oSN NS AR S I
HRT 23 7T & HalimBi s Cunioiz
O, TV U= T7-0-7vay ROEEH Y
JFILELTHEYEEZRX DN, £ZT,
DT FNEY 3T TR ST
=2 7-0-70vay RREOMEZE T LT &
ZA, 905+ 05%ThHDHI ENHIILT.

-
—

C-1-2) BE¥EHME MHBEORI 7=AV) I
NTBHFY HF = T7-0-7vay RO RMS D
B

BB kT T =2 7-0-7 v 3
v RO RMS 8T 5729, 'H.gNMR IZX %
MK SV TR ST ) v 7= 7-0-
7V 3y RiRBRIAIRE ONCRRGEE (M) 124
SEWEEINT MHB K OB 7 = A il BRIAIR
Z T, B-3-2 12779 HPLC 4:f4 & 0 PDA #
g2 5kt S U7 HPLC THOtr 247 - 72 (1K2).
Z LT, BOIE R %D KRR ER O MR R
KO E O (AERTSRWE/FEEWE) D5
YEWVEIT KT 2 NESEME D RMS 2 &R L
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2. £, FMEROBERELFM LTz & 2 A,
FIU A= 7-0-7 v K, MEB, 7 = A
> DR TORIEDOIRERROPEFRET 0.9991~
1.00 E R THDLZ LRI (I,
MHB K ONH 7 = A DN T, BEEE O i
ECTREFLTHD.). TV T =2 7-0-7 v
oY FROEEME OB ERZX 31T
Y. BRI, b OBERRIT RMS
DOEHIZFIFH FTaE & L7z,

FIT, fbEWZ LIT 3 BHMTOMEROME X
DYHEEFH LI 25, T U F = T7-0-
7V KT 10047 (B % & : 283 nm) , MHB
TIX 8931 (BN E :255nm), 7 =A > :
5388 (K I : 274 nm) M OF 11598 (F IR F
205nm) THDH Z L2V L7 (MHB kO 7
A NTODNTIE, FEFREOHEE THIEF A
Thb.). Hohl-noor—4% kv, K
WEICxHT 5TV = 7-0-7 a3y RO
RMSZ#HH L7z 2 A, R2IZRTHETHD Z
DB LT,

C-2) BERQET ) O BREFORT Y F
= VEERREEDOERICBIT HERAED K
NS EPYEn)

BT BERERE () BT 57T Y 7
= UEHEAR S &I, BESRRETY Yo
a7y IT—t (500~2500 EAL) EDa —2
JayZ—F (15000~30000 HAL) LR D
Yo p&E), 27 vanry v
CUDE, [TV = T7-0-7vav RO
B RO NEEET 5 o — 27 Va3 VD
B OARFHENGRD D Z ERBES T
5. ZORSHEKRRE (%) BT SMEE
MBSRE N E LT & 2 A, BERNELS Y
DUBLL1TRE (C2204) IZBWTC, O v
7o R G RN 300%E TEHLDZ &M
VQE &M O FHMEN BIFTlden 2 &3]
L7, ZORKE LT, BRLTY v
VHEOBEF MK RIS+ TR RWZ &
DRB SN2 Eonn, ARFZETIE, BEEN
IKGI R D BRSSO e AT T, SO R
OB OUINED MW T, DRI HE%E
BEEL7=. 7ok, BILPRICBWT, 727 UL



W= 2 7 VR s RIS K 2 EEdRl 0 5
LRI L VGO N 5K HIE (40 mL) 13,

TRCTEEEDLE, Bl L2%%, £D20mL

ZERIN USRI AR RO T LT, e,

FOGEERENC WL, By ks aBRE (%)

T/RENTZ 604372z, 9047, 1204y, 7 v
a7 27—k Wa— a2 —EDHRM
BERTEBORKECHEMKDIMEEIT,

O BB DTV 7 = U EBEHED B, ©
FEFRALIE D o — 7V AV VERIED & KO
WFY =Rl REEEH L, &R
BRsRO 7 v~ 77 L& 4IZRT. D
FER, RIIRTLIIC, KGR OE NI
L0, ©, @, GOIKEREWVITRD LN
Mmol=., TIZT, a7 ITd—FkVa—

TNnav X —VORMEZREEDRKED 2

5L L CIRBRORGET R IT o 72, KalBRIAIR O
rua~<w N7 L EKART. FAIRT X
2T, RISHREOBEWZ LY, FHEEEICK
XTI, Fie, RIWDRTERMEIZ
BRSO ETH-oT-. B, Zhbnrn
<~ N T LEMRT DL, PREFRER]DS 5~6.5
TS, Taava ) DU EEEZD
nNae—7 Mg anzn (1), b
XSNB 10 E7ITENE TEPL>TEBY,
U U7 = VEEIR O E BRI BT LT S R
WhoLEZ BN, 2, BEtL=T T
OREBRIER I, TV o= 7-0-70vay
ROBEIZEE TR (S/N10) THD 0.1%LLF
Thoto (£3, £4, k).

D. &

AWFFE T, BETFIRINY) O a5y Bk R BRE
DR KOG E DA Ea iR LC, FEERE
Il & &, BERAFET U P OBI&ER
EICBIT 5 TH-gNMR (235 < RMS % W=
N 77 L A HPLCIED S I
LIRE R T o7, T ORER, BEXRME T

oLV r=r7-0-7)vay RO MHB K

N7 2 A NCXTHRMS RGN & L
HiZ, FEEEORREZE DT, By
5 () 2B 5NERSWE 3 O REY

BIZxk9 5 RMS 3B L 7o o 7. F£72, Yy

HkRBRE () a7 raris—+t
Ko — 7 a2 —8IZ X BEEEINKIiE
OGO BEACIZ B, % ORGSR 2 /GE L
T TORER, BROSKE R OWSINT 5 6 &
ELICHEMD 2f5E LTH, ERMEIIKE
REWTIZRO b7z, Ik, AEFSEIC
BWTHERH L-BEELE T o B
(C2204) DTV 7= U ECBEHAE BIL, M
KA 2372 LTV, Z O RIEAR Tl
HDHA, BIERIZET D H T LR O P
WA~DT Y 2 VRO HITER O b7
W2k (M4) "o, ZoRETOEKITARW
bWz D, Fio, BERAIEZORBRIAIK
WG T A as v R U O E BT
FEFIZDZNZ e (), TV =07
O-7)Vay FOmITER FIRTH D 0.1%LL T
Th D Z LW IR ORRGEIC I T DT
U U = AR E B L ARBFZE T S N L
TSRS BT ARG &l L= 2
LEEBEZEDEDE, BoHKRBRE ()
2B W THUE STV DEEE IR RO FOG
FIZHONT, SRR, BERIIN&EIZIZM
BEIX b0 EEZ .

E. &3
1) EBNEINER, A&, BIIEERE. |®
N, Bk FE AL (2001)

2)

3)

4)
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54 i BEERIN B ERkS, B ARSI
Witz (2008)

Nishizaki Y, Masumoto N, Yokota A, Mikawa T,
Nakashima K, Yamazaki T, Kuroe M, Numata M,
Ihara T, Ito Y, Sugimoto N, Sato K.: HPLC/PDA
and 4-

molar

determination of carminic acid

aminocarminic acid using relative
sensitivities with respect to caffeine. Food Addit.
Contam., 2018; 35: 838-847.

Takahashi M, Nishizaki Y, Sugimoto N, Sato K,
Inoue K.: Single reference quantitative analysis
of xanthomonasin A and B in Monascus yellow
colorant  using  high-performance  liquid
chromatography with relative molar sensitivity
based on countercurrent

chromatography. J. Chromatogr. A., 2018; 1555:

high-speed



45-52.

5) Masumoto N, Nishizaki Y, Maruyama T,

F.

Igarashi Y, Nakajima K, Yamazaki T, Kuroe M,
Numata M, Thara T, Sugimoto N, Sato K:
Determination of perillaldehyde in perilla herbs
using relative molar sensitivity to single-
reference diphenyl sulfone. J. Nat. Med., 2019;
73: 566-576.
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1 FRIERT

1))

2)

WA A, KWS:, KABRE : Single-reference
HPLC {EIC LT v by 7 = DEEICET
DR, B AR SMEFTF 5 27 B R 2
202146 A 10 B-11 B, JIIETTPESEIR B A
(FhZ=)11)

WEHA AT, KBS, EET : & NMR (2
DWW EMRELE W T v T =
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3)

1)

YOERIZET AR, ARSI LTS
5568 MR, 202248 H 24 H-26 H, W
R (HOR)

WEHAA, KM - R . Mxhe VR
(RMS) W=7 v by T = OERICEET
LHHFZE, 5 3 [F A ARE & NMR BF%E2, 2021
12 H 3, 7H. Web Bifi

ZA
2]

. i SCHE R

Ohtsuki T, Friesen JB, Chen SN, McAlpine JB,
Pauli GF:
Dynamic-Range Analysis of Cannabinoids in
"CBD OQil" and Other
Preparations. J. Nat. Prod., in press. (doi:
10.1021/acs.jnatprod.1¢00976.)

Selective Preparation and High

Cannabis sativa

G. HAMEEMED HEE. BREIR
L



DSS-d

H-2’, 6’
(5 7.28)

Water
T M_\J ? L‘ Solvent residual
L JJ l-, signal
I J i PP N L
[ L ] ] T T 7 7 1 T I T I T

1 TV =0 7-0-7 v a3y ROLFEE RO TH-gNMR 27 L

HIEE © DMSO-ds, * : &Y 7 F /L (H-2" and H-6")
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(a) (b)

10 10 -

(mV, x104)
[3,]
1

(mV, x10%)
[3,]
1

(min) (min)

(c) (d)

(mV, x104)
(3,
1
(mV, x104)
o
1

(min) (min)

X2 FYUH=7-0-7/v2 K (a), MHB (b), 7 =1 (¢ckd) @ HPLC

ra< 7T A5

HPLC 44
715 I : COSMASIL 5C15-MS-II (4.6x250 mm, HiF£5um) ( (BR) A T4 TA7E) | 7T LR : 40 °C,

BMHHEE 283mm (7 U 7= 7-0-7v3 K@) , 255nm (MHB (b)) , 274nm (I 7 =A > (c)) , 205nm (7
TxA (), BEME K/ T7E =YL EERRIRIE (8000 : 2000 : 1) , ¥k : 1.0 mL/min
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(a) 6000000 (b)
g g
< 3000000 5
S 53
=% =9
y=10228 x
R2=0.9999
0
0 250 500
Concentration (umol/L)
(c) 3000000 (d)
< <
8 8
< 1500000 =
3 53
Ay =9

0 250 500
Concentration (umol/L)

5000000

2500000

7000000

3500000

250 500
Concentration (umol/L)

250 500
Concentration (umol/L)

X3 FYoH=7-0-7va K (a), MHB (b), 7 =1 (ck¥d) @

TREAD LR R

(c) : 274 nm OF — & XV {ERL L7-RRERR, (d) : 205 nm OF — & L0 VERL L= B
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(d)

~
(@)
N—"

10 - 10 10 4
1 1 1 1 1 1
g \ s \ g \
:, 5 2 : 51 2 : 51 2
E ¢ E v E A
v I 1 0 I I I 1 g I I 1
0 10 20 0 10 20 0 10 20
(min) (min) (min)
(e) (H
10 - 10 4 10 4
1 1 1
) \ g A g \
X g x g X g
> ° 2 >° 2 5 ° 2
E A E A E /
0 I 1 O T T T 1 9 I I 1
0 10 20 0 10 20 0 10 20
(min) (min) (min)
10 4 10
] 2 4
v
) )
X 5 X 5
> 1 >
£
£ \ 3
07 0 T T T 1
0 10 20 0 10 20
(min) (min)
10 10 4 10 4
2
- - 1 - 3
) S é
% 5 % 5 X 5]
> z 3
E E E
0 I 1 O T T T 1 v T I 1
0 10 20 0 10 20 0 10 20
(min) (min) (min)

X 4 ARABRISH S OISR YRR O HPLC 7 1~ k7T A

L ZNaintF ) ooy, 270y, 3.7 ) A= 7-0- 7 v a3y R

HPLC Z:f:

717 2 : COSMASIL 5Cis-MS-II (4.6x250 mm, HKi¢#5um) ( () FHF7A4 T A7 H)

B 7 KNREE ;40 °C,

B E - 283 nm, BEHE : K7 F= b U EEERIRIE (8000 : 2000 : 1) , ¥tk : 1.0 mL/min
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OM4mra~ KT LIZDONT

=S

SR ] &
(a) 60 REBORKE
(b) 90 REBORKE
(c) 120 HEBORKKE
(d) 60 HEEDRKED 2%
(e) 90 HEBDORKED 2%
) 120 BUEBORKED 2%
(g) W (BERARALEE)
(h) VEHR (BERALEE)
@) PRI
G) BT NANF ) T
(k) FV = T-0-7 v ay R

158



#E1 FUVLPUERa—F Zai nr D OMERTEICBIT A

'H-qgNMR &4
LE1E JEOL ECA 500 spectrometer
ALY K IUIE 15 ppm (-2.5—12.5 ppm)
T—2RA N 32768
= 7 4 NH— on (eight times)
H 0 3A 7 31 1#] 4.37 %
7V w7 90°
H 0 3A 45 6 HRE[H] 60 £
A3y R 8
A =7 off
BCT ATV T Multi-pulse decoupling with phase and frequency switching

(MPF-8)
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2 KEEYE T AT =2 7-0-7 23 KD RMS

FAEYE
N7 =AY
MHB
TR & Fi A e
274 nm 205 nm
FV = T-0-7 Ay R 1.13 1.87 0.87
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7% 3 BEB UL DOE W LD /K (C2204) HOKFES ED R (n=3)
MEOWNE  HEMORKRKE (a7 IT—1F 2500 i, a-Zai ¥ —+F 30000 Hr)

it 5 i R
60 min 90 min 120 min
TR e P me PR o

MR ZOFT Y P 0E (%) 33 0.1 33 0.01 34 0.03
B ERIS DF ) L3
FI o (%)

[P IR At ) AN A=
7-0-7vas Ro& (%)

7.1 0.2 7 0.02 7.2 0.1

<0.1 <0.1 <0.1

BB OF Y =

RO B (%) 10.5 03 10.2 0.02 10.6 0.1

B SRALERC X 0 S 5

w— T D (%) 147 0.5 14.5 0.6 14.0 0.3

FU = RS R (%) 252 03 24.7 0.6 24.6 0.4
EETIE, "H-QNMR OFERICESO TRl SN o O U ERERIR AR L
GHIEE : 85.2%)
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7 4 BERLOCIFE OEWIZ L5 /K (C2204) HORFES EDO R (n=3)

MEFEDOWNE  BHUEMORKRED 2% (Fvay I 53— ;5000 HiZ, o-7 /L3 &—F ;60000 HfT)

i 5 i R
60 min 90 min 120 min
T e e R L

RN ZOFT ) P 0E (%) 32 0.1 3.1 0.03 32 0.2
RIS DOF ) L3
FI PR (%)

[P IR Al ) AN A=
7-0-7vas RO&E (%)

7.0 0.1 6.8 0.1 7.1 0.3

<0.1 <0.1 <0.1

BB DF Y =
B RO RE (%)

PSR ALPRIT L v R
o— 7NV NREORE (%)

10.2 0.2 9.9 0.2 10.3 0.5

14.0 0.4 14.5 0.5 14.0 0.9

TV =V EbERE 2 (%) 24.1 0.5 24 4 0.7 24 4 04
EETIE, "H-qNMR OFERICESW TR S 72 o O U BEERIR 2 H L7
(BEEE - 85.2%)
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18k 1

10

(mV, x104)
[3,]
1

0
0 10
(min)
&
X
10 E K3
g tz: 5.87 min
:‘ VM.ZS min
E

tg: 6.25 minO{LEH DUV ALY kL TV T DUVART L

HERIEIE (K 4 (a)) DHPLC 7 v~ k7T A, LK%
LEZNaintF ) ooy, 2. F 0Py, 3.7 A= 7-0- 7 v as R

HPLC %A
717 A : COSMASIL 5C1s-MS-II (4.6x250 mm, HKi{#5um) ( () FHF7A4 T A7 H)

B E - 283 nm, BEHE : K7 F= b UV EEERIRIE (8000 : 2000 : 1) , ¥tk : 1.0 mL/min

7 KNREE ;40 °C,

163



% 2

1% 35 SO RE OV N K AR (C2204) HOKFEG EO LR (n=3)
R ORINE  HEMORERKE (Frary I T—=¥ 2500 A7, o-Z /=2 & —F : 30000 HEAT)
(FV P U BREAEROMBEY 100% & L TEE)

P 5 i IRF ]
60 min 90 min 120 min

T me Y g TH i
BB OT Y P DB (%) 3.9 0.1 3.8 0.01 3.9 0.04
FEENRG DT ) L3
FU O DR (%) 8.4 0.2 8.2 0.03 8.5 0.1
BRI GOF ) A=
1 0T ROR (%) <0.1 <0.1 <0.1
BRSO F ) A=
B A B (%) 12.3 0.3 12.0 0.04 12.4 0.1
PR ALBRIT L v R 5
o T DR (%) 14.7 0.5 14.5 0.6 14.0 0.3
FTU U= A G B (%) 27 0.3 26.5 0.6 26.4 0.4
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i 3

1% 35 SO RE OV N K AR (C2204) HOKFEG EO LR (n=3)
MEFEDOWNE  BHUEMORKRED 2% (Fvay 53— ;5000 Hi7, o-7 /L3 & —F ;60000 HfT)
(FV P U BREAEROMBEY 100% & L TEE)

% 3 S ia Rs ]
60 min 90 min 120 min
R R R
BRSO T ) DB (%) 3.8 0.1 3.7 0.04 3.8 0.2

FEENRG DT ) L3
FI o (%)
BEZE SO T Y A=
7-0-7vay Ko (%)

8.2 0.2 8.0 0.1 83 0.4

<0.1 <0.1 <0.1

EFBG DT Y o =
RO E (%)

PR ALBRIT L v R 5
o— 7NV NREORE (%)

12.0 0.3 11.7 0.2 12.1 0.6

14.0 0.4 14.5 0.5 14.0 0.9

TV = oRERE R (%) 26.6 0.3 26.1 0.8 26.2 0.6
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185k 4

(a) (b)
OH
HO O
OH OH HO Ho OH
HO 0 O Tho X
HO 0] O HO | n OH
- 0 O om OH OH
teze oo o O
HO &4 OH O st ¢
HOHO OH OH O

FU Py (QRNE Za TPy (b) O
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