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B NOF RIS H R
IR ORRBRIE D BRFE B B 0P8
~EBNMRIZE DT > b7 v ORUE AR~

WHFEsT R Pl RE =

SRR ABUETREE ABUIRER

eI

MEEE T8 NMR (QNMR)ICE DT v b7 = O F HIERICOWTHRET L2, &
WEHNBFEENTND YT =V 3-7vay REMI(CY3G » CEET Vikkl e LT,
SREEPERE AL T QNMR FEHEYE - DMSO, & DSS-ds DZEME, Cy3G « Cl DFEFEK AT
P, B X OWNEEREE QNMR (IC-qQNMR) & AN EEAE L gNMR (EC-qQNMR) D EL#gg A 17 - 7=
DMSO, & DSS-ds (%, it L7z MEEMEREREF CLETH Y, gNMRIZEITHEEYE L L
THHTE D Z L Z2MERTE . Cy3G » CLORERFMEIC DWW TIE, 20mg/mL 22 555
IZBWTREIZHEMR L TWORWRREME S RIE S vz, TREEMESI: T TOREMEN
DMSO, & DSS-ds % FHEWFIZ VT, #8177 > b7 = R TIC-gNMR & EC-gNMR %
Fh U7k R, MFED DGO/ R RZOHRPAN T—H L Tne. LLEOfER)N
5, AWFFETIX Cy3G -« Cl O EfE7eaxtifE 2 HIH X722 LRS-,

mahiz

A. BFRER

Ty Ry T =%, 7R A RROHEW
BFETHY, TV a (B THDLT by
T =T TR AR MEM S LT LAY O
WHRTHD. —iIS, BrLR, RAOBE

2L, o e LTuRHESTWS.

BRI A EZFIZNH SN TWD [T Ry
Rz, 279X E6FK), TA7%F
MyEmavai), R¥yXYEaE] OF
ANNET v R T = Th D,

T RUT = DR O—21%, WRP O
KFA A RE IR L CTaPNElT 5 2
ETHDH. IE, T RT =T r0h T
HED pH IZ XK > TEALT D720 TH D, Hik:
DS TV VMRS T Ttk x [0 fig L CGR
BT 50N, BETEZ IV DAL AU TO
BEx LY, ROEEERD. T, T
VRV T =UOBEERMIE, 7BV ULAALA
VIR TF AN L THFEA A (T =F )
% RO ST OTE THRIE S LTV A (X
1).

INDOERERO T VR I N TV D

WX, 7o~ 7T 7IECL B E— 7 HE
HoORTHEHINZMAMETHL Z L1 %
<, MEXPMUEE G S AERE R TR S
TWhw, 22T, AUETIL, E&E NMR
(QNMR)Z W= 7 > b & 7 = 2 D sl
EEOMESLZ BfR T2 & L.

Ty T = TERO pHIDIG U TEEE
FRFHEEE L DT, QNMRIZ L BT
247 5 BRICiX, MEEE 4 migrtic L, 7
VNIT = ERRERT T LA F
WCRBIZV 7 NS ENEETHD. BE
FEEE, ETUVEEMELTT Y RV T =
D—FETHDHL T =V 3-7)ay Rk
(Cy3G * ChYyx HW T, EREEEOMFEE & RiEE
DHAEDRIZEB T D EEMOREGREZHRAE L
o ZTORE, WEREEICHREZRINT 2720
T, WML R T 2720
D—EEOHEKDOFMbEETHSH Z L
MR oT. £ LT, 5%TFA-d GHEA X
J =)V EK@O : DAY, Cy3G - CliZ& » Tl
WRHERECH D Z LR R L.

LA, 5%TFA-d G HBEA Y/ —)V /&
KO : )& HAWZE5E D QNMR HEEEYE O%



EME, BELPGNMRBIEIZHIT S Cy3G - ClD
RERMAEICOWTHREF L. 612, N
HEHEYE QNMR (IC-qQNMR) & ZMEBFEHE: gNMR
(EC-gNMR)Z W= 35512, Cy3G + Cl OffiE
BERERICENE LD EFMLI-0 T,
ZIZHETS.

>~
—

B. W Hk
B-1) B URZE

TURYT =00, RRPA U RAERH)ED
Cy3G + Chloride (Cy3G * Cl)Z Fv 7.

DSS-ds (Cat. No. 044-31671, E&45K 92.3%)
P A F )V A L7k (DMSO; ; Cat. No. 048-33271,
B &% 99.9%), H /K(D0 ; Cat. No. 047-
34243, D 99.8%), E A ¥ / —/L(methanol-d, ;
Cat. No. 138-18703, D 99.8%)i%, E+7 A /LA
TR TEOLOEMHEH L. EHY
7 L7 v FEE(TFA-d ; Cat No. DLM-46-10x0.75,
D 99.5%)i% CIL #:22 BIEA L7, DD 3K
%, PR EREEERK e~ NI T HE
fEH L7=.

B-2) NMR #E
NMR #: &3 H A8 INM-ECZ600R/S1 ('H
B 3 %% 600.1723 MHz) % VM 7=,

B-3) QNMR H| &
gNMR JIE TlE, NMREEZ & 12900791 2

IE(pw90) ZFZ1E L, Z OFIEAE & I E SET
e o. BARR R REFIRIZLLTo#®Y T
H% :NMR #&B 2 7o —7 AL, 25°C T
5O LS. Y AZHENEL, 'HE
O BCclz+ a7 e —T0Fa—= &~
v F v T (T&M)E B> 121, 7~V At % 224
LT VA MEEIT-TZ. TVAMET —
21Tt LT, MR/ RIECIDN—T
T AT 4 T &I, NMRGREMEIZ pw90 %
BIE L7z, BIE L72 pw90 %, LA T gNMR #|
ERMIC e S 7,

o MUHHL 1 5ppm

o HBLIHE : 15 ppm

o HUAZLBER : 45F

o IRIEFER : 60 FD
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o FHEEIRIZK : 81H]
. "X —RAF v o2
o YU LML AL
o BCTH vV T MPFS (HUA ZrHE[H]
DI
o7z FID 26 LT, BB OREEIL,
Br 7 4 VTRA VMR 4FITHE0 LT2 1%,
T— U AT o RIS, A ER—2R
FTA U EMIEL TEEMH O 'HNMR 227 kL
L. ZTOAXRT MLV EOTTF IR L
THEBES 217V, X1 ZHWT Cy3G - Cl D
MEHIEE 2 R L7z,
Molar Conc.ao =
Molar Conc.c x Sa/Sc X Hc/Ha X PW90A/PW90c
1
TAFE A ST FECY3G - Cl), FAFE C:
gNMR JLHEY)E (DMSO; & DSS-db).
Cy3G * CliZ 407, DMSO,$ K XDSS-dslid A F
WDV TN EERENSRE L.

B-4) DMSO; & DSS-ds D&ZEM:

DMSOx(F 7213 DSS-ds) 1 mg ZAEH I &Y 1L
D, 5%TFA-d GHEAX J—/V/ EKO: 1)1
mLIZEEfRE L7, 2O 0.6 mL ZHLY, NMR
HEVEIZE LT QNMR JlIEZ21To72. o
72 DMSO; (£ 7213 DSS-de) D> 7 F NG il %
UTFOX2ITRALT, 1 7a brdbHizh Ok
JERRE A B L7z, qNMR HIEIE 3 El#E 0K L,
3 M= > CTE L7=.

Response Factor = Sa X PW90x/Ha/Conc. a
A2

B-5) Cy3G *+ Cl D Bk 7tk

Cy3G * Cl & 5, 10, 20, 40mg =N LI IE%H
IZEVEY, 5% TFA-d GHEA X /) —/V /&
KO : 1)1 mLIZEM L. Z O 0.6 mL %
Y, NMR #EME 128 LT gNMR JIE %17
72. gNMR H OANTEEAHEEC @ 0.25 mg/mL, 0.5
mg/mL, 1.0 mg/mL)IZEA T OFNA TR L 7.
F9°, DMSO, ##J 2.0 mg HEHEIZEV Y, 5%
TFA-d GHEA X /—)V /E/KO : 1) 2.0 mL IZ
WEL, 1 mg/mL @ EC ZiflL7-. Wig, 1
mg/mL @ EC 1.0 mL ZFEHEICEV Y, 5%



TFA-d G EA X /—)V EK@O : 1) 1.0 mL %
NZT, 0.5mgmL ® EC & L7=. [REEIZ, 0.5
mg/mL @ EC Z#A R L T, 0.25 mg/mL ® EC %
TR L7z, 3R DOINTAEE 0.6 mL & E I E i
NMR REHE 2B L, qNMR HIEZ1T- 7.

B-6) IC-qNMR & EC-qNMR O L

Cy3G * Cl % 5 mg, DSS-ds % | mg {EH I &
DELY, 5% TFA-d GAHEA X 7 —)v  EHK
(9 : DI mL IZ¥EMELTZ. Z O 0.6 mL & L
D, NMR #EMEIZH LT qQNMR HIEZ1T0,
Cy3G + Cl O#MiE % HH L7Z(IC-qNMR). 7z,
[B-5) Cy3G -+ Cl DREMRFM] ([TiiH L=F
NELZHE, B, SMREEYHE(EC @ 0.25 mg/mL,
0.5 mg/mL, 1.0 mg/mL)% % L C qNMR JHIE
4TV, Cy3G+ Cl ol i % % H L 7-(EC-
qNMR).

C. BEBIUOEE

C-1) BYESHEFTIZRBIT 5 qNMR A EEYE .
DMSO; & DSS-ds D& EME

BIE, RESHND S ETXE7 gNMR &
EYPE NIRRT INTEY, TENOIEHEY
BITHOWT, BHIEEII 5T 5 IR0 e
DA TWE. L, BIHEEETTo
ZEMIZOW TS LTI RW. RAFFET
X7 T = CRERSE LT, BRMEICHE
772 5% TFA-d G EA X /—/)V EHKQO : 1)
EHRHT D70, ZORMEEEFICBITS
gNMR F I HEY)E DL EVEIC OV TRE T 2 4
NS, BAH ) =B L OEKICEME ]
HE72 QNMR HEYEY)E & LT, DMSO, & DSS-
de DL TCWNWDHZ ED, ZiLHD 5% TFA-d
GHEAZ ) —VSEKO  DICBT DR EME
AT L.

DMSO; 3 £ O* DSS-ds DZZEMEIE, gNMR (2
Ko THERR L7-. BARMIZIE, WmED 17 e
M7 ORSEFREE 3 BHiIChZ D iedk L
2. ZOREE, DMSO, 3 L O DSS-ds DT 1L
IZBEWT S, DYDY 7 F T ALY F L
FRIZBE IR T, BEREIL 1%UNOHIFE T
RELTNDZ ERfERINIZ(K 2). YLEoD
FEEND, DMSO0, 3 KT DSS-ds 1%, B A
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FeT b T = HEREF CHRETH
SR i IR -

C-2) 7~ 7 = qNMR D (K EHE
TR UT =R BREMTH LD,
NMR A2 PR DRI, 7o by T =00
M ERBIZ BRI L T D0 E S0z
BRCHERT LI ENELW. 22T, Cy3G-
Cl % 5% TFA-d GHEA ¥ 7 —/V /HEKO:1,
VIVIZIEME L, 5 mg/mL, 10 mg/mL, 20 mg/mL,
40 mg/mL OEE LD EHICHELT, £h
ZH EC-qNMR CHIEZHIE Lo, EOREE,
20 mg/mL Z 8 % DI TIiE Cy3G + CIRERIT
WRE L COZR W RTREME DRI S 72 (FR 1), K
2T, Cy3G -+ Cl DHEXRE LTNDHHR,
T N7 =D FREIZ L o T, NMR #
ERBEA~DOEMENRE S B n Z LR T
SNb. LEERoT, 7o by 7=r%F0
b LT HEFLEMITONT QNMR HIE &7
IBRICIE, B OREAEEEIR L CHME L
PE L, ZH D R E S5 D — B % iR
THILET, TV MU T = DNERIARL
TWH I L ZMRTDHIENEETHDLEHE
ZHihb.

C-3) IC-qNMR & EC-qNMR i Bl B 5 D
=4 d

%12, IC-gNMR & EC-gQNMR (2 X 57 > bk
T = OMBEERER R A L. AR
H L7 S%TFA-d G HEA X /7 —/V EKO : 1)
ORI EREETIE, DMSO, 35 L O DSS-ds WETE
THodZEBWRINTWND D, JEIEAE
(21 DMSO, %, PEBIEYEIZIE DSS-ds 22 IV Mz
£, T by T7T=2ThHD Cy3G - Cl OFH
BEX, [C2) 7Y Fy 7= gNMR OBE
A ORERIZHEY, 5 mgmL & L7z, EC-
gNMR THE SN 7= Cy3G + Cl OFHE T 92.7 +
0.9%, IC-QNMR Tl 93.5+0.4% T > 7=(3 2).
EC-qNMR i H 1 3% (i 25(SD) D #iPH N T IC-
gNMR DOf5HE L —FH L Tz, 1C-gqNMR
& EC-gNMR T H 1 2 MR ERE R —2 L
TW5 &ffamftiT 7z,



D. #&im

AFFEIL Cy3G « Cl Z#ET /UbEW & LT,
TRy T =D gNMR IR E 1R A TN
H1- 0 DREEIT -, BEEYESIED T v B
VT = EREE(5% TFA-d G B A X ) —)b
S EAKO: )T T, gNMR B¥EWE TH 5
DMSO; 35 & O DSS-ds D22 &M % Hlead U= 5 R,
M E T 0TS, BERRLZEL TV,
THTEY, BESRFETCHLEEME L LT
FEHFRECH D Z LR ENT. Cy3G - Cl D
TR EMEIC OV T, 20 mg/mL 2% 53
AT RITEM L TR W ATREMED VRIS S
ALTZ72, 5 mg/mL S B 7R IREE Td 2 &
X7z, IC-gNMR 3 X ' EC-gNMR (2 X %
Cy3G + Cl OMEEHIEREFIE, AR 22 0D i
NT—H LT\ BEOREND, BMS
" FCH DMSO, 8 L U DSS-d6 % IC £ 721X EC
ELTCHHL, @Y7y N T = VBET
QNMRIFEZEITH Z & T, EMERT VT =
VHIEEROONDZ EEHL ML, K
FIER R, 7o by T =0 &2l eEd5
RIRH R FRE DMK E&IEZX N T 5 BT,
HERFA LD,

E. 3CER
1) Nishizaki Y, Lankin D. C, Chen S, Pauli G. F,
Analytical Chemistry 2021; 93 (5): 2733-2741.

F. i 9E 3 &

FoRK

1) FERHE=, AT, BARER :'H AL
BHICHESWErZra FAUBEOT XL
U757 Ly ARAHR K — F(ARS)DIERL,
AARBRMLFEFERE 30 BlRS - Fiiks
(2024.5).

TR

1) Nishizaki Y, Sugimoto N, Miura T, Asakura K,
Suematsu T, Korhonen S-P, Lehtivarjo J,
Niemitz M, Pauli G. F: Quantum Mechanical
Quantitative Nuclear Magnetic Resonance
Enables Digital Reference Standards at All

Fields gNMR

Magnetic and Enhances
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2)

G.

Sustainability. Analytical Chemistry, 2024;
96(24): 9790-9798.

VAl AE =, SHEAEH, PR, AR, A2
ATEAS, VRS o RBETEIC X 2 & an RN
Wb oEFRERESN. AARBEEFS
a5, 2024;31(1)31-34.

a Ly

MM EERED HRE, B&IRDL
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41 Cy3G-Cl
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X2 S%TFA-d& A EA X /—)V,/EKO : 1, vWIZEIT HDSS-ds & DMSO,D 22 E M
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DMSO:2

1HE 2HEBE 3HH



#1722 b7 = qQNMRODJEFE RN

5 mg/mL 10 mg/mL 20 mg/mL 40 mg/mL
Cy3G - Cl Cy3G - Cl Cy3G * Cl Cy3G * Cl
93.5+0.8% 93.6+1.3% 91.0+1.3% 86.4 + 0.6%
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72 EC-gQNMR & IC-gNMR 7> 5 HH L 72Cy3G + CloO#ask i

EC-gNMR IC-gNMR
Dayl 93.5+0.4% 93.4+£0.2%
Day2 92.2+0.8% 93.8+0.2%
Day3 92.4+0.8% 93.4+£0.5%
AVE 92.7+0.9% 93.5+£0.4%
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