AT B AR B MBS (R OZ B HEENT R FZE)
SEAFAS I O d B ) LS D A0E5E
(20KA1008)
A2 LIRS AR
FRBRIE S OV i s DB 56
~'H-qNMR (ZEE-2 < FHHE VIR EE &2 FI W e BEFRALER T U 2 0 DT FIEIZ B3 208~

oM KM SR

HART: EWERBFE R dmdr SRR

WIREE AL TIE, BRI O R B SBRIE O R (L K OREE DM B4 BIE L T,
BUE, AT DR E Th DB T U D0 2R RICE DR BRI T 5 E&ik
DOWENLIZEE T DS 21T o 72, S, 'H-gQNMRIZIES < FHxFE/LEE (RMS) O IEHE
PN E S R I ONZHPLC O HTIC BT D B EW'E (VB EEAES) oMtk EO®
] & DEEAEVER P EB L, RMSZ W= 7V 7 7 L AHPLCIEDOMRE % 2T
L7z, ZORE, EREEHOBRFHZBWT, Y7Ll 77 L AHPLCEE L iE3kEET
AL O EXI REE O & BICKEZ RBEWTRO b o2, - T, ARFHT
B L= & EYE ORI ER G EREIZ T HRMSE WS Z L2k, v 7>
7 L AHPLCIEN S ZILO2FED B2 E &N FIRE TH D Z E VI L 7.

A BFZEEHB

FEBALER ) Vg, BEFEIRINY 4 I
fn AU A MO SN TOWAEBEFERIM O 1o
THY, EWEEL LT, Fa—Ar T HaR
RO T 7y M LTERIRS .
ZORMEIMIE, BAREAEEE 1 14&E1H
DEDIZE Y ERIND TR, BINMEOH

REHELAE | ICES SN HIES N TR 5T,

BRI, HARBRRINDIHSBER L7258 4 R
BEMFAIIM B MRS 212D Clld, i,
WL TWD., —FHT, Yk 7HELRE, BEFR
i o 22 SVERER & R D 5 F 2 O g b
BEE 2, BEEIIICOWTIE, Z 008 % i
"L, BOREIZEFEST D0, Hx Oy
WERE L b, BRI ATE E~OILE
EDHDOLNTEBY, ZOREELETY DU
(B dh, NI EOHKIERE] OREL LU
10 A& SR 2 TE E A~ O ULHZ ) 72 /st
DEDHHENTWE, ZDH b, AHKICEEL
T, 9B ARMBE RN H E8E Tl TRMZ
BB L= b o, ) o7 = A b
LT300%L EEETe) L3 TBY, A7

B IZBWTHL I aEdsEE2 5
b, TOGE, ZoOBRBOEAEEHET S
729, BRF U 7 =V BEHA | O &ILEOfEST
DB LIRS, ZOEREDOFHNIZH T > T,
BB BT U o U LTI TH v
(B dh, WIS OHIREENE) PBEICERE S
TWAREBILFIANZAN P DO ERE 3 155
bbb EBEZzoND. Tebb, BEELEE
ANANRY DU ORI RREE, TR Z R LT
HOUE, AR T UEEA L LT 30.0%LA
LEET. ] LENTEY, ZORA~AAXLF
BOHE AT, BERUPIA~ZAY o nar
IT—PBRBEIZEVELND [ARARY T,
fla—F /7 Nai i~z BIO
(RS2 o — 7L a2 VR OGFHED S
BHLTWSD., ZOEEDHS 2 T IIREFRNE )
UroeBi s ety o= sk &
BEORMICHEHFELEZXDNLDLN, ZO5HAE
OREXG L 720 HPLC THOMT AL ERF 1 o
VUBIPa—F /v F T T D
b, a—F ) INIAVNF Y VAT EDE
BEAELATHR SN TWARWE0, 5 O
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EMRIECIIEERDNETH DS, £z, TV
U OHBGERIEIT U VK & L TR
FINTEY, EMERMEIIIRSTHZRND
DOWBIRTHD. 202D, F U P Hllk
WhZEOE EEEHES & LTHPLC o Hricfit
L7556, ERMEOEEMEIIRIECE T, BifE,
INSDOBESICOWTHRERNE TN TN S,
ZOXOREERELROANTRE L OEEED
EfEMEDOBEZ iER3 2 5EO 15& LT, i
F, 'H-gNMR (2325 < FHFE/VEE  (Relative
Molar Sensitivity : RMS) ZHW\W 7z > 27y 7
7 LU AHPLCEEDNEEZHED TS Y. Zh
X, HE GBS L OMIERT SR L3R
% IEYE (VB E B & DM RMS
ZHOMCT D EiCkY, TREEYE), [RMS]
BRO THIER GG & EAEYE Dy B
NHHIERSEME O ERE AREL T 5 HIET
b5, Fl2, RMSIE, FrEFRICIEMREZEN
AHECTH D EE 'H-NMR ("H-QNMR) (ZFE3 %
BEHENLTWAED, Yo L) 77 LR
HPLC (X 0V o b EEMEOFEFEEL &SV &
25, TNETIZ, sHEMEEIL, BEFERI
W DOREA A REBRIEDO M &2 B LR D
—BRE LT, BBRAET Y U ORI RBRE
DWESLITEET 2 Mt 2 keI E i L T\ 5
2N, AHFZETIE, RMS OIEMENMESS HPLC 3#TI
BT D HE S8 A NS FRUEW) B O F 7
RS T EEBEL, /varId—FEu
BizlovBEonsds I orrvrBlWa—F/
TNaF ) oD OERSHICE TS H-
gNMR (2325 v 7 v 7 7 L > A HPLC ¥
DOVERE 2 3141 L7~

B. BFZEHk
B-1) BB R URRIE

FEEAEE ) oy (BRI EL) (4
o BEERAT Y oD <R A-172>) 1EE
SRR AL AEARIERT BSLIRINE L
THEH W W, U YU, Acros
Organics f1:# (Cat.No. 10236-47-2, Lot
No.A0407598), 7 ~7 /R vF (fk) #
(Cat.N0.10236-47-2, Lot No. BCCB6611), 3

bR T (BF) % (Cat.No. 10236-47-2, Lot
No.IFV8M-0OC), &+ 7 A /L AFEHIEE (BF)
%l (Cat.No. 10236-47-2, Lot No. LKE0701 5 X
NSKN5454) Z W=, 4— b Faox o Z2BF&
fig A F/L (MHB) 1%, ¥ 7 ~7 /LR vF
(Bk) BLoFFFEREY'E  (Cat. No. 99-79-3,
Lot No. BCBX5970, FRGEE : 99.8 %, fLik
RHENE 1 03%), W7 oA NI 7~T v
KU T (k) WOGEIHE#EYE  (Cat. No.
58-08-2, Lot No. BCCC1661, FRIEH :

99.9 %, LIERHENNE 1 02%) Z=FNEN
/2. 2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-ds) (L& £ 7 A /L LAFEHEE
(FF) #EUEM'E (Cat. No.284664-85-3,
Lot.No.KCF6177, FRGHH : 92.4%, HLHEAMHED
S :0.5%) AW, BEUATFIVANLKRF Y
K (DMSO-de) 1B (Bk) A HW
2. D-ZNa—AEEMARAREKIEL7 AL
LFYEHEER (BR) ®7 L a—A CI-7 A h U =2
—ZEH Lz, EOMOBEEITEERA s v
~ NTT 7 4 —HE TR E AW,

B-2) #E

KRR ALIEEEE (NMR) : ECA500 (72 ko
S JE 4L 500 MHz) (HAE - () )
M HPLC 7R 7" : LC-20AD (IREZ
vy b=y M), A— T T
SIL-20AC, 77 7 AL[E{EAH : CTO-1010ASve, %
WEM S : SPD-MI10Ave, Y AT L2 b H
— 7 : CBM-20Alite, Z3#T7 —Z LB X7
2 : LabSolutions (LA_E (BF) EES/ERTHL ,
i 0 AG-34 ((BR) 7 r A8)).

4yEUH HPLC 7R 7 : LC-10AD, &EZ T
v hax=vw k : FCV-10AL, #4— F¥H 7
Z ¢ SIL-20A, 717 AfEIEFE : CTO-10ASy»,
SO A R SR © SPD-10AVyp © & AT A
1 hE—F : SCL-10Ayy, 7527 5l
7 & FRC-10A, Z3Hr7 —Z LB 2T I
LabSolutions (LA_E (BF) BEERUERTRD, Bk
EE  AG-34 ((BK) 7 mr 2.

/78R BM20 (k) =— -7 R-7F
A #)
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I 37 2 RKFE: AUW220D ((BF) BEiEflfE
Frid)

B-3) FEAXPE/NRE (RMS) ZRIHELEY VS
NI T77 VLV RALCELDZ T v IrBi0e
—F ) nainAF) U VDER

B-3-1) a—F /v ai iy PO

o —F /T Na Nt Y E RS
SRR N TR S LTV b, RS LER )
Uy (BRRMERE) ZOoRET 52 L
Ll Tebb, KK 4 g IOV THE
HPLC &:fF 1 Z W T 2170 (K1), 536
AL7Z FLAIZDWTC, 43 B HPLC &4t 2 2 W T
E BT AEITVY, FrA-l1 LY a—F/ 7o
LYYy (242mg) EHBELZ (1X2).

- /yHBU HPLC £+ 1

717 A : Develosil ODS-UG-5 (10 x 250 mm,
K728 5 um, B FPRASHR), U7 AR
FE :45°C, MR 283 nm, i : 3.0
mL/min, BEIH : K7 b=k U /RIK
(85 :15)

- /B HPLC 4+ 2

717 A : Develosil ODS-UG-5 (4.6 x 250 mm,
K768 5 um, BFAHMET (BR) ), 7 AR
FE 2 40°C, MR 283 nm, JiiE : 1.0
mL/min, BEWH : K7 b=k U /RIK
(85 :15)

B-3-2) 'H-qNMRIZX 3TV P rBL Ve
—E ) INai N Y P OMERIE

4 A—D—0F V) PRI 10 mg, «o
—E /)T Nav YU 5 mg BRI
B, TnFhY B AN, BIIZ DSS-
de %) 5 mg ZAEEICEY, ROV T VEIC
A=, DMSO-ds £ 1 g ([ZiAf# L "H-gNMR
HRBRER E Lz, SESSEWEIZ>E 30f
TCRBIARZFHRL, Z OWKAEIME 5 mm
® NMR #EFEIZANLERA L, & 1ITRTEME
Z W "TH-gNMR JIiE 21T > 7. DSS-ds D> 2
FOVIHFEIRE 2 9.000 & L= & XX LAEMIC

HokT 28 ERo > 7 VEERE, 518,
BESZROXUTARAL, £REOEE (6
E, %) ZEH L.

Isample/ Hsample Msample/ Wsample
Purity (%) =
Isld/ Hstd Mstd/ Cstd
X 100
L,

Lsample= HE XIS WE DFFEILD > 7 F )L A
JFE Ta=PNEEHEME D > 7 ) )V EAE TR E (DSS-ds:
9.000)
Hiample=1 E 5 R E D FFEFE DO KFEK
Ha=W £ HE W) 8 D 7 E 3 D K F 8 (DSS-
de:CH3x3=9)
Maampte=1HIE XL WE D 53 F &
Moo= IR EWE O 4y F &  (DSS-ds : 224.36)
Wsample=10 TE X RWE OFFELE: (mg)
Csi= 'H-qQNMR HEAEZS K D DSS-do I FE
723, '"H-gNMR DAL 7 MELE, DSS-ds D
Ta b7 F e R §0ppm) &L, §fH
Z ppm AL CTERK L=, Fio, 7 —X OENTIL,
Delta (Ver.5.3.0) (HARET (BR)) MW,

B-3-3) E¥EME MHBRBIWRI 7 =1 V)
TR FI oo BIRa—F /T ray
NFY DD RMS DEH
TV, a—FS ATy v
> Tl "H-gNMR HERBRIEIE 2 1 B 239 500
pmol/L 725 KX 9IZ20mLAEA AT T A~
VEEEZ AN, 20%7 1 =KV LENZH
B, Z2D%20%7 8 =Y AZHNT
AL 2 THRIRZITVY, K9 1.0~500 umol/L D]
T 10 & D HPLC HFRBRIE IR 2 ERL L 7-.
MHB B L 7 = A > T, PR RER 5
HOMEZEE L, MHBBLOH 7 =1 »%1E
fElZ&ED L0, £ 1.0 umol/L~#J 500 pmol/L
BT 10 SO HPLC HRRBRIAIE (R
20%7 & h=hUL) Z5a08 3 0T CrERIL
7.

ER S = B RBRIAIKIZ DT, D HPLC
SCoAT LT
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717 2 : Cosmosil 5Cig-MS-1I (4.6 X250 mm,
KirfEsum, T4 7 A7 (B #), BT
LIREE : 40°C, FRHER - 283 nm (VU ¥
VEBLIWRa—F /2 va ) Ty),
255nm (MHB), # 7 =AY (205% X 1X274
nm), ¥OF : 1.0 mL/min, BEE : K/ T7E& b
=k UV HEREIRHE (8000 : 2000 : 1), JEA
& 10 ul

B DOENVIRE A2 XEIT, MR OIS EHE
(v— 7 mfiEfE) % Ydho~7 =~ b L, Excel
EHWTHS 285 (X0, Y:0) [EFER
AERLL, ZHERREMRE L, vk, &
WiZB b7 ua~v NI 8O —27 O SN
DI10LLE, > A R UAREDY 0.8~1.8 L7205
TR EEFPH CREMR A Rk L 7.

O RIERGE R L OIEEYE O
BEROMEBRAOMEE (BVRERED) Ok
(E T R E B EYE) 2 b B EYE 5t
T HHEREYE D RMS % FH L7z,

B-3-4) TV VLT D —F /T Nay
NFY D RMS OEH

B-3-3 OIIZR L 72 A3 UE O [al R B AR O &
I, FV VAT Do —F )/ T
LT U YD RMS BEH L.

B-3-5) a7 I —EEAVWEERAE T
VoD UBIE R ORTY U= UEERE B
DEE
(BB~ R D | OEREY 25%
(SRR O EAT, ZvaT T —
PUHBOT Y P, a—F ) TaigL
FIV P BXNa— IV a VR R A E
&L, TORENLRTY T = EREED
GRAERDT-.

B-3-5-1) 7 NVY 77 L2 HPLCEZ AW
eZnarIs—BRagdgor) YUk
Ra—F /I Nai ) o ProER

Wil U TR R ALY v (BTN

i) 1g ZREEIZE Y LY, 7K 100 mL (Z¥fiF S
Wi, 2Ok, 77 VBT AT VR E H
g (72 /"—F 4 b XAD7HP) 50 mL 2 X
=K T AE (N 25em, £ :55cm)
IZZ DWIRZEE, 172 2.5mL UL FO®H S
T S 721, 7K 250mL THedE L7=. W®IZ,
50% x4 /—/L200mL % 14372 2.5 mL LT
DHETHL, WAEB AN ST, 208K
MR 2 IRfE L CaEE40mL & L, ZOH)RIZ
JNnar 7 —E 10000 BAL &) 3 g i L7z
%, LD LD 55°CTHI 30 SyfiiE L=,
S HIZ 95°CT 30 /N L 714, =i E CTHAD
L, K&z CIEMIZS0mL & L, ARE L7=.
IO AR 3mL ZIEMEICED, 0.1%NBEA
20% 7k F=1F Vv (BEMH) 202 EMELS 50
mL & U, HPLC BRI & L7z, Z® HPLC
FHRBRIA & B-3-3 127k L7= HPLC &84Tt
L.
BRBRRETOF) o rBINa—F /Y
LA gLF ) YD — 7 g Z B AR
Al U 7c FEEME O IR L, BRI
WBHoOFI oo rBlWa—€/ 7 vav
F VYU OREE (umol/L) Z3KR¥D, KO
I KHERNSRMEO G EEZ R L.

FV o FERIFe—F ) a2 T v
CoaE (%) =
_(CxM)xV 50

X — X
W x 109 3 100

=77 L,

C : HPLC HERBRIEIEH O W E X598 D
JEEE [umol/L]

V: B o & (L] (0.05L)

M : HIERSZME D& (FVryr=
580.54, o« —F/ T a )t
=742.70)

10 : RELOFFEEO AL [g] 75 [pg]
DB DTSRI

W BBloOBERE (g

Ry, ey rorBlNa—%/ 7L
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I F Y NI HONT, WEERIEHOKRE
WAVERR L, RMSIEDLLEGIRE LTz,

B-3-5-2) 7 a7 I o5 —BABED o —F N2
VIVERERDEER
B-3-5-1 DIATEHOLNI-ZAHK 20 L &Y, D
— 7 a— A E R EHIK 3 mL Z EMEIZIN
Z CIE VIR =14, 37°CCIEMET 5 2y e
L7z, R THEIL7Z b 02 RBRAR &
L, & 505 nm (281 W Z2HIE LT-.
KPRRIZIE, 7K 20 pL 2 H W CRRBRISIE & RIERIC
BRE LT E W2, BN BR 21TV, fl
EL7. 72720, ZEiBRisiki, 7K% 40 mL
27 a7 2 Z—¥ 10000 HEALZ TN L,
55°CC 30 i ki L7=1%, 95°CTHJ 30 43 fH]
MEA L7, |iRETCmEILE, KEMAT
IEfEIZ 50 mL & U, Z2aRBRiAik % s BRisin &
[FARICEE L CUOLEZRIE L-. BllS, &%
REED 72— ZFEHERR (0.5 mg/mL, 1.0
mg/mL, 2.0 mg/mL, 5.0 mg/mL) (22Tl
RIR & [AIRRICHEE L COOEEEZE L, ME
MRAVERL LT, T ORERR & ME L7k o
W DB O D (+) — 7 va—
ARELERD, kUL 7varITs—E
WPRIZ L0 IEBES 2 a— 7 v a v VR R
H L7,

CxV 162

Content (%) = W< 1000 X 180 x 100
722 L,
C: B IlmL &7V DD (+) —Za—
AP (ug)

V : RERRIK O (50 mL)
W REtOREE (mg) THD.

B-3-5-3) &V = EREEESEOED
ROFERIZE Y, B 7= EERD
GRERDT.

BFU = R G R (%)

=7 Na7 T —VE%EOFT ) U= U/
WK (FU Y rra—F S aiF v
V) (%) +rnvar I g —BOEIC LY iE

BELU 7 o — 7L a L UERHLE (%)

C. BREUEBLE
C-)a—F 7 Na Vi r ool
RMS OFEHIZH T2V, BRI AF AR EE e
a—F/Tai ) TNl ONT, R
VR Y vy (BRI ELE) 0 HEET
HTZEELl Thbb, BROUHETY Vv
4 g IZDVVTHrHL HPLC IZ X 547 E ATV (K
1), a—F/ I ai Lty oorB8L0rY
YUUDEHL TS FLAIZOWTEBHIZLC
\Z LB AEIT, FrA-l KV a—F/ 7Lz
VTV U UEREBELT (K2). 7eds, HEE
L7 B3 ba i, DR Y pisE= CHEE L 7=
a—F /TN F Y D OB
WZED, ZOLFEERFRE Sz,

C-2) '"HqNMRIZEBFV P rBEWRa —
) ITNnav it oV OMERIE
EMe72 RMS OFHICH =0, HIESSWE
O TR ERFESC B L O IE M 72 2 B & M
THZEFEFICEETHS. 2T, Ih
5 ORIE A S22 T 5729, 'H-gNMR %
WnHZEE L. 'H-gNMR IE, A7 hLE
B SN DIEEYE L ERME DY T
FVIEFEIREE & B VIR DORIRN G, HIE XS
SWEDREZ M EET D Z ENFRETH
L. Fl, HEFN R L—TEY T 1 DR
ENTEEYEERA NS Z LIk, Bbh
L EEEOFFMEL KIEIZm L L2 HETH
L. 22T, RUETHESRMEZHWTT
JovrBlQRa—/7vavir) oy
NZOWT'H-gNMR #17o 72, 72k, by
7 MEE, WEEMEDOATF VT e v s
FVEFEUE (DSS-ds : 60ppm) & L, SfE%
ppm B/ TR L7Z. 3BLOGITRT LD
12, 'HNMR A7 kb k, §1.18 ppm fFiTiZ
TUh)—ADAF NIRRT D 7T, §
2.70~5.60 ppm (2T 7V 3y (FU =)
D24, 3NLE L OHESICHKR ST 5 7T,
§6.00~7.50ppm (27 7Y (FU T =
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V) WCHET AV ARENENBILZ S
7. ZThoooh, §736 ppm (B ST
Vo= 2B LN DKFIZHET
D37 F I, oSN N AR S 1
BT D 7P+ aicmisin Tz
O, T TrBIWa—F/ 7 va vt
Voo oEERY 7L E L THEYEER
bhiz. 2T, ZOVTFLE0 30T T
SN 4 A—H—DF VY P UREB X
VDHEEL7ma—F /7 as ) oo
MIEZFM L&A, FRIK (1~3) Ol
FEIFR2IORTRRTHD Z VB L 7.

C3) E¥WE (MHBRBLIUOIZ7=A V) I
HTDTFIV P BEIRa—F /T an
F VD RMS DEH
HEYBIZHTH T BN a—F/
Ta g F ) P DRMS BT 5720,
BIIAD "H-qNMR (2 X 2 HlEE ISR TRl
SNTEFIV BN a—E S/ Za S
U oD U AERES IR NS EREE E ISR 08 E
B (MEE) ICESEFHR I/ MHB 5L O
T oA CREREER E VT, B-3-3 [ZRT
HPLC & K ¥ PDA # HigR 2325t & #u7= HPLC
TN EIT-7= (K5). LT, BohEuS
18 D SRR O ER OB E O (JIExE
SR FEEYE) 7 B FYEY TR 2 JIE X
SMEDORMS ZHH L7z, £7, KREROE
MUEERMBE L= A, FU Vv, 0—F /) 7
Jva ) F )Y, MEHB, 17 = A o DET
DR DI B OV EFRENL 0.9991~1.00 & B
HThDHIENERINZ. FHERSRMER
FOEME OREW R EREZ K 6 (TR
UEDORERLY, 2 bORERIT RMS OF
HICHIHTRECH D Z E RO MM E 2o T,
T T, ALAM T LI 3T OREBEROM &
DB ERB LI 25, FU YT
10284 (4 A —71— (n=3 OFHHE) O FHfE)
(B E : 283n0m), a—F ./ 7L L)Y
> P UF 11042 (BRHEE ¢ 283 nm), MHB T
1% 8931 (BRI E :255nm), 77 = > :5388
(B © 274 nm), 11598 (K H & : 205 nm)

THHZENHBAL. Bonl-onoos—
250, KEYHIZHTH T Y, a—F
TaF YD RMS ZEHLEZE Z
A, RINWRTETHLZ ENHBILT.

C4) > 7N) 77 L HPLC &R AW
ITnary I —BRBEKEDTY TV UVBIT
a—F ) ITNaipLFI TV VOEEBIN
WY Uy = VERERERORH

Wz, B L7- RMS O 4% 344 5 7=
W, BERLFES Y B E VT, WA
WZHEWT a7 2 g—BaBic kv GEoni:
HPLC FIRBRIRIG 2 FAVNC, BB v
DT NaT T —BUEHEOT ) TR
S QRa—F /7 Nai F ) oI rDEEIloD
WK IREME L LORMS ZHW = v 7L
U757 L AHPLCIETHEI L, &HIEXE
WE & BB & Uik BE (Besk
B ik vEESNn-EE L i L. RER
WD 7 a0~ 7T A& TIRT. FOk
BN 77 LA HPLCIEIZEB W T
%, RAITRT L HICTEEHEOENITLY
FIV B Ya—F// IVt
VUG RICREREWVITRD LR o T,
F7m, VY 77 LA HPLCIEIZ LD
BN T AWEEYE O FE &ML, &HE
RSV OFE L & W T BERRE (Esk
15) OFEFRERERBWVITIRD Lo
7-. F1m, o7V 757 LA HPLCIED
RSD L, T XTOT—FITHBWT12%LL T &
B CThoT-. UEDORERLY, KEEME
EBHAELE LI 77 LA
HPLC &%, 7 hva7 27—Vl v
B Wa—F® /T Nav )T m
EBICAIEZE 2 DN, 7vB, ZaT
T —EBMBIZ X VERET D o — 7 v a i ik
KEZHBERL, FROBREARE L TR
O TV 7 =V EFEIREIZOWT, £ 5
ZENEn R LTz,

D. #&im
AR T, BETEIRINY) O Aoy Hk SR BRI
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DAL K ONEE O Ex# B LT, 'H-
gNMR (ZH5< RMS Z W e w7 vy 7 7
L > A HPLCIEIZ L DEERAERE Y > D
HIRERERE DR IZ DWW T DR 51T 7.
FREE O EHcB W T, vy o
7 L AHPLCIEIZ LB oY ¥
BIWa—F/ZNai it o ProEEl
ITPEREE L REREWVITIRD SN -T2,
1> T, AR LN EEYE IR 5
HIERRYE D RMS ZH W= > 7)) 75
LV AHPLCIELR Y, FERES Y o
DTV 7 = RE R R A RO D FRIC B
RFPVUFXFUoBLNa—F /T aiF
VU DERE EMICERAETHD Z &1
BHL7-.

728, BRI B EHEIZ I D a8k
T IR ZHEIE L= b DX, Y v
o U BB E LT 30.0% 0L EEET) ERE
SNTWDA, AEIRFG L cEERAE T Y
vELG R ORT ) U = RO R R Z OB
KA 2072 LT, RRETC, ZoRE
BRI SE 7 a7y 2 7 —BI2 X DR L
BOOMKAR) AR & L THWEDR, B
TE ST HIETIEREINAK RN AR +453Th
HTENRBEII, A%, BERLEE LT o
I ayE—EOHRRKICREROETE &,
RTLBR O UGB IZ T RN E L E X b
7.

E. ZE3W

1) ®ainEi, BaEf, HIIRERE. ]
A, man bR AL (2001)

2) B4R BEARIN A EHE, BRI
Witz (2008)

3) 9 RRE SIS EE, BAES7E74(2017).
4) 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.

5) 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:
45-52.
6) Masumoto N, Nishizaki Y, Maruyama T,
Igarashi Y, Nakajima K, Yamazaki T, Kuroe M,
Numata M, Thara T, Sugimoto N, Sato K:

Determination of perillaldehyde in perilla herbs

high-speed

using relative molar sensitivity to single-
reference diphenyl sulfone. J. Nat. Med., 2019;
73: 566-576.

7) Nakanishi, A., Hashizume, Y., Tandia, M.,
Yamazaki, T., Kuroe, M., Numata, M., Ihara, T,
Sugimoto, N., Sato, K.: Determination of
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1. PRFERE

V) WEHAA, KR, REER . FEXE LV EE
(RMS) Z W=7 > b 37 = o D FLEE A,
H AR R TSR3 EE R H A S
(2021.3.6) (T 74 )

2. RS

1) Ohtsuki T, Matsuoka K, Fuji Y, Nishizaki Y,
Masumoto N, Sugimoto N, Sato K, Matsufuji
H.: Development of an HPLC method with
relative molar sensitivity based on "H-qNMR
to determine acteoside and pedaliin in dried
sesame leaf powders and processed foods.
PLOS ONE., 2020; /5: ¢0243175.

A PEMED HFE. B&RIN
L

120



Fr.A

T T 1
20 30 40 (min)

1 EERAERS Y Uy (RATINELE) O HPLC 7 v~ N7 7 A (43E)
HPLC £&f4 (43H HPLC 44 1)

#1 7 A : Develosil ODS-UG-5 (10 x 250 mm, Hi 1% 5 um, FAHLFRRSHE) | 7T LR © 45°C,
MR - 283 nm, W : 3.0 mL/min, ¥ABEIR : 15% 7 b=V L
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Fr.A-1
—
N J
1 1 1 1 1 1 1 1 1 1
0 10 20 30 40 (min)

X2 Fr,ADHPLC 7 u~ hZ T4 (43E)

HPLC &/ (43¢ HPLC 5/ 2)
717 I : Develosil ODS-UG-5 (4.6 x 250 mm, H7 7% 5 um, FFAH{b:

W E - 283 nm, Wi : 1.0 mL/min, BEEK 0 15% 7 k=K UL

(BR) ®) , H T KR @ 40°C,
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DSS-d,
J ) L ‘ A

B3 FU Yok GRS KOV H-gQNMR AR h L

HEGE © DMSO-ds, * : &L 7 F /L (H-2" and H-6")
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DSS-d,

PPM

4 a—F TN F Y T OGRS LUV H-QNMR A7 kL

HEE © DMSO-ds, * : &Y 7 F /L (H-2” and H-6")
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~~~
)
A

(b) 190000

170000
140000
o 5
5
4 80000 E 90000
s &
[
40000
-10000 -10000
5 10 15 20 0 5 10 15 20
Retention time (min) Retention time (min)
(C) 130000 (d)
150000
o
2
= 60000 8
s ]
2 - 70000
a~
-10000 - 10000
3 10 15 20 5 10 15 20
Retention time (min) Retention time (min)
290000
<
2
3
< 115000
S
51
a~
-60000
5 10 15 20

Retention time (min)

X5 FUPy (a), a—F 2 Zai nFy Y (b), MHB (¢), 7 =A >
dBXWe) OHPLCZ v~ 7T A

HPLC Z:fF

#4172 : COSMASIL 5C18-MS-IT (4.6x250 mm, Fi f#&5um) ( (R) T HIATAIH) | BT A
IR - 40°C, BHIEE :283mm (FU P r@BLWa—F/ ZAailF P (b)) , 255nm (MHB (c) , 274
nm (B7=A2(d), 205nm (BT =A2(e) , BEMA: K/ 7% b=V EERRIRH (8000 : 2000 : 1) , ¥

3 : 1.0 mL/min
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(a) (b)

6000000 6000000
s g
=1 S
£ 3000000 % 3000000
B 53
L ~
2=1.00 R2=1.00
0 0
0 250 500 0 250 500
Concentration (umol/L) Concentration (pmol/L)
(C) 5000000 (d) 3000000
g 5
g 8
~ 2500000 22 1500000
g 8
~ ~
R>=1.00 R2=1.00
0 0
0 250 500 0 250 500
Concentration (umol/L) Concentration (umol/L)
(e) 7000000
<
5
~ 3500000
S
[=%}
R2=0.9991
0
0 250 500

Concentration (pmol/L)

X6 FUYy (a), a—F/ Zai Fy Y (b), MHB (¢), 7 =A >

(dB L We) DRIk ERR
(d) : 274 nm OFT —F LV ERR L= BER, (o) : 205 nm DT — & L 0 VERk L= B
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79000

1
E 39000
£
-1000 ‘r\
0 5 10 15 20
Retention time (min)
7 WD HPLC 7 v~ R 7' 7 A
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F1 TV rBIWa—F/ ZNai vt )P OMBERIEICKIT S

'H-qgNMR &4
AEIE JEOL ECA 500 spectrometer
AT VIR 15 ppm (-2.5—12.5 ppm)
T2 RA M 32768
A= b7 4N H— on (eight times)
Y QIBVZS i 437
7V w7 90°
H 0 3A 45 6 IRE[H] 60 b
Ay Ak 8
A =27 off
BCTHy TV T Multi-pulse decoupling with phase and frequency switching

(MPF-8)
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#£2 HqQNMR LW BEH ST U v PrBEPa—TF/ Zav ity Pro

BRRARDOHMEE (%)

A =T —% FRAR 1 FRAAR 2 AR 3
Acros Organics 91.9 92.7 83.7
=
7 90.4 90.7 89.2
FULUL 7D T
S {bAk T 88.0 88.4 85.7
=t A (N
bl 85.1 88.6 89.9
—F 2=V N
o—F S TNy (e ) 75.8 65.2 82.5

FV D
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3 KHEYHIZHT AT VY, a—F 27 0aiF PO RMS

FHEY)E
BT A v
MHB Wt Wt B TV
274 nm 205 nm

i
e FYLT 1.15 1.91 0.89 ;
&
® o
W em3) 782 1.24 205 095 1.07
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Fz4 oV 77 L AHPLCEBIOMEREIZB AT v Bl Pa —F/

Ta o F ) oYU EED

(a) JEHEWH : MHB

TNV T LA

HPLC £ BeRE
i (%) RSD (%) &#& (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
o—F /) T aFy T 4.9 0.8 4.9 0.8
(b) FEHEME  h 7= (BHEE : 274 nm)
TN T 7 LA PV
HPLC £ PER
@i (%) RSD (%) && (%) RSD (%)
FY T 1.7 1.2 1.7 1.2
o—F /T aFy Ty 4.9 0.8 4.9 0.8
(¢c) BHEWE . 7 =42 (BHIEE : 2050m)
LU T LA s
HPLC £ BeRiE
i (%) RSD (%) &8 (%) RSD (%)
FU T 1.7 1.2 1.7 1.2
o—F /) T a it U 5.0 0.8 49 0.8
(d) BEWE . Vv
VUTNY T LA iy
HPLC £ PERE
@i (%) RSD (%) && (%) RSD (%)
a—F /)T NaFy Ty 49 0.8 49 0.8
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5 WEICBT DT U 7 = AR RO L
(a) AYEWE : MHB

TNV T LA

HPLC % PERE
& (%) RSD (%) && (%) RSD (%)
FU U 1.7 12 1.7 1.2
o—F /) S aF Y D 4.9 0.8 4.9 0.8
o— 73 LR 5.6 1.4 5.6 1.4
BT = B 12.2 1.1 12.2 1.1
(b) REEWE : 17 =42 (BHEE : 274 nm)
A N
T een BERTE
“& (%) RSD (%) && (%)  RSD (%)
FU TV 1.7 12 1.7 1.2
o—F /) I aF YD 4.9 0.8 4.9 0.8
o— 73 LR 5.6 1.4 5.6 1.4
U o = LR 12.2 1.1 12.2 1.1
(c) HYEME : H 7 =4 v (BHIEE : 205 nm)
TNl LA ‘
“& (%) RSD (%) && (%)  RSD (%)
FU TV 1.7 12 1.7 1.2
o—F /) S aF Y D 5.0 0.8 4.9 0.8
o— 73 LR 5.6 1.4 5.6 1.4
BT = B 12.2 1.1 12.2 1.1
(d EEWE: Vv
PUD A ‘
“E (%) RSD (%) &&= (%) RSD (%)
FU Y 1.7 1.2 1.7 1.2
o—F/ I aF ) T 49 0.8 49 0.8
o— 7 b3 VR A 5.6 1.4 5.6 1.4
MU o = U EER 12.2 1.1 12.2 1.1
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