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A. HBFFEERY

ST EEE E B NMR (EC-gNMR) 1%, NMR
AUBHE R o BLVEWE 2SR YE (EC) & L, 7l
D NMR #EHE o O 53 Bl oD et it B2 720y Ll
JEERDDHENTED, 2O, HEko,

R E & oy fl & e fE S 5 NI AE MR IR E
& NMR (IC-qNMR) & #7020, SRRl XN EREE
#(IC) ITyHg s ey,

ICIZ X B1EYZRET T\ 0 @7 e, B D
BAHE L 72 RERIFEED & DA/ 70 (FRE & R
72) KR, B2 WITHERE 2BV TIC &
WRIRVESC R EMENE L < B D00 % Il &
T 5 & X, ECqQNMR IZFEFICHEHTH S, £72,
SIINTFRAEIC 1C ZWIN3 2 48372 <, ECZA
S 72 1 ARO NMR &EHE ) b EE O S5 i 4 i
SFDHZENTE L2, ARBHHRNEE TR
FHThH D, BT, FEK THO NMR &k
RIL, BRI AEMIENERER D22 2MES
BN ST 5 720, HiEERERN OAEUE T, b
L TR DRBHENTH D,

7272 L, EC-QNMR (% IC-gNMR & T HiA
MmN RIS TV, £72, EC-gNMR DO
FITIE 5%LL EOREZEDN UL S, RO
HEEEFHR SN TS, L, wEyzRflE
FEA KT Z 212X Y, EC-qNMR % IC-qNMR
& RIBRICHATE 1%REDIEEMRRERN TR TH
%12, BARBIIE, BUBHELZ 90° 7L A 1E (pw90)
ERRIEL, ZOKRIELT pwo0 % T gNMR
WETHZ ENEETHD, —J, EC-qQNMR T



ZHOREEWET 255G, AL —H T30k
fEIZ pwI0 R IEEAT D 72, HEMNLEEND 2

ENTET, REFRIND LD, £

D7z, EC-gNMR O FEHHILIZIE, EC-gNMR |

EOFEEAIMENIREL L TR o5, FEE

FEIX, T OREE R T 572012, HARET (%K)
& IL[E T EC-gNMR HEWRIGE A 7 U 7 k& B

L7,

AL, ZoOHBPEAZ VT RERAL
CIHFEREBRZ I T 5, BRI, Otk
WECIZZEFM (BA) MY AF VAR

(DMS0,) % HWT, SIHBEI A EC-gNMR C
B9 25 BA OREE, RE, duk UM, BBME
g L, EC-qNMR O EE AL OEHE L A
HD D,

B. MG

HFEIFBR S INE 1T BIAR « [5—[a] 3 e 2
7 V7 N &AW EC-gNMR 3E[AFRER-~ = =
T -] 1ZHE > T EC-qNMR % i L7,

B-1) &

SR A V- NMR EE 1T 2T HAE
BChHD, RO ER L FRio@ v
T 5 :LabNo. 1, ECA (500.16 MHz) ; Lab No
2, ECA (600.17MHz) ; LabNo.3, ECZ (600.17
MHz) ; LabNo.4, ECZ (399.78 MHz) ; Lab No.
5.1, ECZ (600.17 MHz) ; LabNo. 5.2, ECA (600.67
MHz) ; Lab No. 6, ECZL (399.78 MHz),

B-2) I

BA (CatNo. 028-19011, 99.8% mass fraction) ,
DMSO; (Cat No. 048-33271, 99.9% mass fraction) ,
BHYATFIVANLKFFX Y R (DMSO-ds ; Cat No.
048-34251, 99.9% D) & T NMR #£HE (Cat No.
291-48353) 1LE L7 A /L AFOEHEE (BE) 22D
A LT,

B-3) 3kt

DMSO-ds | Z¥AfR & ¥ 7= 2.0506 mg/mL @ BA
KX 0.4959 mg/mL @ DMSO, %, o
FER ONEC & L THWE, NMR BEHE X L
TRRE TR BdAT L 72,

B-4) EC-qQNMR

BA & UDMSO, % FRei@ v lliE L7, XA
(2 5 AT OMIE L7z, NMR ZEEICRA LR
B 25°C T 5 b ¥, 7Y
Fo b, A= R AT SREEE L, F
a—=V T ey F T (T&M) (219 HF =
A (HEZ) ROVLF a4 L (BCHE) AL
776

WIZ, pw BB EIZ LD pwo0 ZARIE LT,
HHGE I E O BRSO XA v — 7 IR E LTz,
Tz, BIEEED pwid7un—TlEkEIn T
WDT 7 4V D pwo0 O % FHEHEIZ LT-, T
bbb, WIEHME (start90 [ps]) : pwl0, & TIE
(end90 [us]) : pw450, [P (step90 [us]) : pw40
HELE L 7o, EIERFR (calc90 relax_delay [s])
1% 60 FICERE LIz, Z oEklE TE LN
T LA T —ZIZOWT, pw (T UTHREH.LO
E—J8EE 7oy bL, BEELEOET IV
BScaH L, pw90 =& H L7z Y,

WAZHEH L7= pw90 % FELD gNMR HIE 54
(IR LTz, T 72, B - 5 ppm, B
g 15 ppm, HUAZRFHE] : 4.5 %), BIERFRH] @ 60
o, BEEEL :8M, I —RAFx 20, W
YVEES AL, BCT v Y 7 MPFS
(BUAARER] D)

qNMR HIE T 5372 FID & FRellhE - TAL
HL7, 772bb, BEKOREELHNL, R
T ANVTHRA NI E AfFITEeL, 77— U=
B mITo T, HOHNTZART FVONF &R
— AT A L EMIEL, EC-QNMR f#hT f A~
fvE Lz, AT " b7 a b AR LT
HEfE S 217V, BA OffhififE 2 H i L7, &
wEgizix, X (1) 129> T, DMSO, DAY
MLt 177 a b 7= 0 ORERE : Q%
B L7z, Z2d, HEFE RN ED) TRV
A1, FEYCHE EHAMETHZ L & L,

A X pw90/ conc. | H=Q (1)

Z 2T, Conc., ENMEE (mol/L) ; 4, DMSO;,
DE—7 M H AIWCHFKT D7 b
(DMSO,; DAL 6) 5 pw90, 90° /3L AT
(usec)



BT, BA DAY ML BA ICHET S
o hrEfES L, Q) IS T, BA Ot
KRR (P) ZHEH LT,

P=A4Axpw90/H/ conc./ Q (2)

Z 2T, A, BAOY— 7 HHE ; pw90, 90° /v
AME (usec) ; H, AWZHKT 57 v o4 (BA

DEEIXS) ;5 Cone., ENVPEE (mol/l) ; O,
(1) M|
C. WRRUWELE

SRR ORI 1 IR, LT, Sk

BmICE5T 5,
C-1) Lab No. 1

HEFERIX, 1H6H, 1H17H, 3A1HIC
{THi7=, Lab No. 1 DT 7 # /L k@D pw90 [ps]
DAEIX 7.40 TH 5, HFEHRBR O~ = 2 7 /VIZHE
2L, ANV =2 N ATTT 5 start90 [us], end90
[us] KON step90 [us]DfEIE, 7.40 ZFEHEL L C,
ZEI 0.82222 (7.40/9), 37.1 (7.40x5+0.1)
KN 328889 (7.40%x4/9) TH D, pwEkiHIE
DT VAT —HEMB LI A, 3HME D,
pw0.82222~36.90222 O#ilH % Mk 3.28 TZEAL
SHETWz (K2), LabNo. 1 3~== T /LT
T pw90 ZHLIEL TWB Z ENholz,
0¥, A7 VT MIATIT D step90 [us]DIEIL
INBUSHE SILE TASNTE 50, EBEOHIET
NS 2L E TOERKMEIND L9 Th
Do

3 HRENCB T HHEIE L 72 pw90 [us] DEIE, #9
6.4~6.6 THY, T 74N D 740 LFET D=
BNMER SN, T 7 4/ b D 740 &) fEIT
Ta—T T LR, EERE A T

VT RKRELEEE RS, SERIELT-
pwo0 & 5 7 4L kD pw90 DT L, ok
EREE IR E T EOEWICESZ LD L E

Aol 72120, 1TH6H~3H1HDK2 »
ARz > T QMHEITZELTERY, £D RSD
X 18% Th-o7- (F1),

Lab No. 1 3% H L7- BA Offax#liE 1L, 99.2
+1.0% (1 H6H), 98.1+05% (1 717 H),

983+1.0% 3H1H) ThHYV, BADFRFEHE
99.8% & DTN T 1.7% Th o7z,
C-2) Lab No. 2

HEFERIZ, 11 H1H, 11 A 14H, 11 A28
HIZ{Toi17z, Lab No. 2 D7 7 #+ /L kD pw90
[us]DfEIX 745 TH 5, HFERBRO~=27 /1
IZHED &, AR —F B AT S start90 [ps],
end90 [pus] M OF step90 [us]DAE X, 7.45 % KL
LT, Z£NZE40.82778 (7.45/9), 37.35 (7.45x
5+0.1) KON331111 (7.45%4/9) ThH b, pw il
BHIEDT VAT — X B LA, 3 H
&b, pwl.06778~47.92778 D#iBH % [HFE 4.26
TEESHETWE, v= 27 LV THRT 5

[pw10~450 (ZHH Y3 S & 4 pwd0 D]
Tlix7e <, Tpwl3~578 [ZHIYM 9 D #ibH % pwSl
ORIk CEFHHE LT\, LaLl, 7TLbA
T — X O < WEEL TR —T 7 o
VT 4T EN TN 28, pwo0 1T 1E L < AR IE
INTWD LWL (IX3),

3 ARNCET D pwoO0 [us] DFLIERE F1E, £ 7.2
~74THVY, T 74N D 745 LIVETH
ST, QMEIX 11 A 1 H~11H 28 HDO 1 » A
Mz > TRELTEY, Zd RSD L 1.4%
Thote (£2),

Lab No. 2 235 H L 7= BA OiffachHiE 1L, 99.6
+ 0.7% (11 A 1 H), 1003 = 0.9% (11 H 14
EI), 101.2 £0.8% (11 H28 H) THY, BAD
ORI : 99.8% & DZEITIK T 1.4% ThH - 7=,

C-3) Lab No. 3

HEEERIZ, 11 H2H, 11 A 17H, 11 429

24T 7z, Lab No. 3 DF 7 /L kD pw90
[us]DfEIE 6.86 TH D, HFEABO~ =271
IZHED &, AL —F B ATIT S start90 [ps],
end90 [ps] M OF step90 [us] DEIE, 6.86 & FEUE &
LT, INZEN0.76222 (6.86/9), 34.4 (6.86 x
5+0.1) &U83.04889 (6.86x4/9) ThH D, pw it
BHEDT VAT —H iR LA, 3 H
e, pw0.762222~34.20222 O % % [
3.04 TEALEHE T, LabNo. 3 ld~v==T /b
> T pw90 ZIKIE L TWD Z EN otz

(B 4), 70k, 227 U7 MZ AT LTz step90 [us]



OAEIX/ IR 2L TR &5,

LabNo.3 12T 5 3 H D pw90 BIERS FIE,
H17.0~72THV, T 74/ D 686 &ITVME
Thotz, QMEIX 11 H2H~11H 29 HDK 1
r AMICHT=>TLZELTEY, RSD T 1.0%
ThHo7T- (F3),

Lab No. 3 W H L7- BA Offax#liE 1L, 98.6
+12% (11 H2H),99.4+09% (11 A 17 H),
1003 = 1.1% (11 H29 H) THY, BADiE;
E : 99.8% & DZEIFHAKT12% TH -7,

C-4) Lab No. 4

HEFERIZ, 10 H 6 H, 11 H22H, 124 14
H 24T 7-, Lab No. 4 DF 7 /L kD pw90
[us]DfEIX 6.61 TH 5, HEFERRO~=27 L
WZHEH &, AL —H BN ATIT D start90 [us],
end90 [ps] X OF step90 [us] DAETE, 6.61 & JEHE L
LT, Z#Z40.73444 (6.61/9), 33.15 (6.61 x
54+0.1) 11293778 (6.61 x4/9) TH 5, pw it
WHEDT VAT — X R LIz 25, 3 H
ME b, pw0.72222~32.40222 O #i[H % [H i 2.88
TELSHE TV, 2L Tpw9.8~441 [ZFHY
T L2 pw39.2 ORI ITHYE L, ~==27
JVTCHESES B Tpwl10~450 (ZHHY - 2 #aPH %
pwd0 OE] DTN XL nH o7z, ZDb
PR AV U R RIS DU THERS 25 40 22
Tdhb, 72771, LabNo.4 DT LA T —& )4
SHEIEZKIIHBICI—T 7 0w T 407
SNTW72®, pw90 IFIE L RIEE TS
CHIWr L (K5),

3 HRENCB T HHEIE L 72 pwo0 [us] DEIE, #9
73~74 (11 A2 H), $6.6~69 (11 H22 HX
WN12H 14) ThHho7z, 1HHE2-3HHTK
T BipoTc (R4), T, LabNo.4 D Q
MIZ1HEHE2-3HATRELLEARDIN, Th
ZNORIZREL T Q HD/NNT D& Z i+
5 EEL TV, ko T BA DRIEEHICH
721, LabNo.4 ORIET — Z IZHEN 220 & f
WriL7- (84), 723, LabNo. 4 TIX1HE L
2:3HEHTLY =271 (RG) HEZ T,
b QEAHICL S TEARLZERD—DT
H 5,

LabNo. 4 235 H L 72 BA Ol 1%, 100.8
+ 0.8% (11 A 2 H), 100.0 = 0.7% (11 A 22
H), 99.4+0.8% (12H 14H) THY, BAD
FOREAE © 99.8% & DZEIFHRKT 1.0% TH -7,
C-5.1) Lab No. 5.1

HFEIFERIZ, 11 A 148, 11 H25H, 12H6
HIZ{Thi 7=, LabNo. 5.1 DT 7 4 /L kD pw90
[us]OfEIX 10.1 TH D, EFERBRO~=a27 /1
ZHED &, AL —2 B AT D start90 [ps],
end90 [ps] M OF step90 [us] DAL, 10.1 & FEE L
LT, £NnFi 1.12222 (10.1/9), 50.6 (10.1 x
5+0.1) }1%4.48889 (10.1 x4/9) T D, pwit
WEDT VA T — X R LIz 25, 3 H
WM&, pwl.12222~50.40222 O #iH % [H1E 4.48
TE{LEH Tz, LabNo. 5.1 lI~== 7 /L|Z
PS> T pw0 ZRIELTWDZ ERpoTz

(K6), ok, A7 U7 NMTAJILT step90
(us] MBI/ INBUREE 2 AL E TR S LD,

3 AT HHIE L7z pw90 [us] DfEIE, #9
108~11.1 TH Y, T 74/ FD 10.1 &ITVME
Tholz, QMEIX 11 A14H~12H 6 HDK 1
r AMICHT=>TLZELTEY, RSD 1L 0.9%
Th-oT- (FS5),

LabNo. 5.1 285 H L 7= BA OffaxhiliE X, 98.8
+03% (11 A 14 H), 100.1 = 0.8% (11 H 25
H), 993+1.0% (123 6 H) THY, BADR
A : 99.8% & DZEITHRK T 1.0% TH - 7=,

C-5.2) Lab No. 5.2

Lab No. 5.2 1%, LabNo.5.1 & [A U&Rd, RL
IR —Z ThDHH, L7 NMR &) R
2%, HFERBIE, 1HSH, 1H16H, 1H
27 HIZATHI 7=, Lab No. 52 OF 7+ /L FD
pw90 [us]DfEIL 8.5 Th b, HFEBRO~==
TICHED &, XL =B AT 5 start90
[us], end90 [ps]M N step90 [us]DfEIE, 8.5 & K&
el LT, TNEI 094444 (8.5/9), 42.6 (8.5
x5+0.1) KU3.77778 (8.5%x4/9) ThbH, pw
HGEHEDT LA T — X &R LIcE 2 A, 3
HR &b, pw0.94444~42.30444 O 4 % 811
3.76 TEfLESE TV (K7), KXk, 3.77 D



R CESEDXT N, HEIT KBS L EiE
376 ThHoT-, T AT —Z DT

DEZEZTELEZRWVD, LEOT-DIZFL
k<,
3 HREIZERIT 5 pw90 I IERE R OME[ps]iE, #J

8.6~92 THV, T 74/ D85 LITVMETH
>7, QX1 HSH~1H27TBDOK1 » AR
WOl TLEELTED, RSD X 1.5% Th -
= (#£6),

LabNo. 5.2 285 L 7= BA OffaxhiliE X, 98.7
+13% (1 A5H), 988+23% (1 H16H),
99.6 £1.8% (1 27 H) THY, BA DFEFHH :

99.8% & DT AT 1.1% Th o7z,
C-6) Lab No. 6
HEFERNL, 11H7H, 11 H24H, 124 13

HIZ{Tda7z, Lab No. 6 DT 7 # /L kD pw90
[us]DfElX 744 1 HHE), 7.8 2HH), 75 (3
HH) CHICL - TR -7, EHIC T 17—
7O pw0 X ¥ T L—va LTS LD
Thbd, ERARBO~V=oT7 MWD &, A
L—% MW AT 2% start90 [ps], end90 [us]}z Y
step90 [us] DI, 7.44 (1 HB) #HUEL LT,
ZNEI 0.82667 (7.44/9), 37.30000 (7.44 x5+
0.1) % U*3.30667 (7.44x4/9) T D, pwiEfe
WEDT VAT —X2EMRBLIZEZA, 1 HE
& 2 HBIE, pw0.82667~37.12667 O % [EIRE
330 TR {LEHE TV, L, 3 HEIZEBW
T pw0.82667~22.82667 D#iFH % [HkE 2.00 T
TALERETEY, ~=2 7/ CHER L4 L
iﬁ%<£@ofmkojﬁv~&ﬁx&97

AT DEEFR -T2 ENFRKE LT
f%ﬂtobﬂb,3ﬁﬁk%7v4?—5@
< WO BRI IS I —T 7 4 v T 4 v
T EN T2, pw90 1T IE L IRIES T &
HWr L7 (K8),

3 HRENCE T HHEIE L 72 pwo0 [us] DEIE, #9
TA~TO6THY, T 74/ FD 7.44~7.8 LT\
fEThHo7=, QMEIX11 A7H~I2A 13 HOH
17 AMICOTz>TLZELTEY, RSDIF 1.1%
Thotz (£7),

Lab No. 6 285% H L 7= BA Offaxh#liE X, 98.0

+05% (11 H7H),98.0+1.9% (11 H 24 H),
98.6 = 0.6% (12 H 13 H) THY, BA DEi
B : 99.8% & DFEITHR KN T 1.8% Th -7,

7235, LabNo. 6 DMEAT L7= A7 F L 2 RS
L&A, HEFES %ﬁlbxm\f_&m: B
7u b= OB MEFEICE EN T
HENG B 2=, =T, Hnﬁ%ﬁﬂﬁ%%
DH 25k 60 CHREMT L7= & 2 5, BA Ol X
99.0+0.9% (11 A 7H), 993+£2.1% (11 A 24
El) 993 +0.7% (12 A 13 H) THY, BAD
FREEE : 99.8% & 0)# IR T08%ThH -7z,
QEDNRTHOXHFTIFEDLY 72, 1 7 AMIC
bkomeMNiu%f%oko
C-7) BARIED NN T DX T2 T

THFEIFBR O R 2 SR #EI25
BT, EOBBELRRZE 2% AN E WD EHR
PR T BAOMELZR ML W e, ZoZ b
725, EC-gNMR OHIE FNE K QW E ST A —

AT oSNz EnWz b, K1 OT—

B D THERT 5 &, Mo & T Lab
No.5.2 & 6 R L7z BAIEDRT DX K
Eholz, ZOFRKEIZOWNWTELER LU,

EC-gNMR T3 pw90 K IEDHIIZ T&M IZ K 5
7u—7 Ot EIT 9, 3785, EC-gNMR
DOFERIL, T'RM IZ L D 70— 7 OFFFRE R
79 %, T&M CTIXBRHEZZREHC G5 2, ZD
FHHEDY 0 12722 KOS 5, ECZ KT
ECZL 75 Ytk Tlx, T&RM OBO R EAE =%
Vo7 T&EBHEIITRoTND, 22T, it
MBI, 7773k (A : DMSO-d)
ZHWT, T&M % 5 [RIFENE L, OO KA
Bk L, oL (M1, F), 72
5, Lab No. 1 L2 23 L7243 5833 ECA
THDHI0, T&’RM DO KEHME A FLékT 5 Z &
MNTEXRNED, T—XEOETW, Lab
No. 3, 4 KOV5.1 TIE, 1L ALEDEE, i
E1X 30 L FIZEB S E 5T, Lab No. 4 D 2
HEBIZEBWTIE, 30 225 KEHMETH 5703,
40 fHT THEHOUWTUNZ, — 5T, LabNo.5.2
K6 IZoOWTIE, £2THOHIZBWT, KEME
DOAEIZNT DN T W=, ZDZ &b, LabNo.



52K 0V6 TlE, T'’M 2 H7-NCTR—T D
RENEDS>TND EEZ LN, ZORESE, BA
DHEEFERNB AT O EZ BN, ZDOX
5 I3, ARILFEREBR O X 5 ICHIE R A #ER0
L, TOWVHEEHEHTHZ & T, BEEIZT

ERFLNDEEZLND,
D. i

EC-qNMR I [F] 50k 2 920 U 7=, HEEHZ
BA (FEFFME : 99.8% mass fraction) & DMSO, (G2
GIFE : 99.9% mass fraction) ToH Y, FILEN5y
Brf L BCE L CTHW -z, MRS & Tl b S
72 EC-gNMRDOHIE FIE, JE /ST A — X
STHFERBRZFER L7=L 25, 2 TOHEBIC
BWT, BRZE2%UNICINE 5 BRIF 7R TH -
2o ZDZ L5, EC-gNMRODAIEFNE, HE
INT A= TSIl EE(ETE T WR D, —
EROEB TITRE R DT > E N OBEE &
RTKEL, ZOFEK E L TTEMDOFHEE I NT
DEINHDHEBZ LN, DX RGEIL,
REREZEL, CORIEEZRAT5Z &
T, BEfEICEVER GO,

AL [EFRER T/ S 7k 5 A BE - 2 Mk
WZIEMmERHE L, Akt L CHIFSE « 35 RS DTG Eh
EHRLT T PETH D, Fio, AELFRRERO
R %t &2, EC-gQNMROFEHE(LIZ DWW TR
L, EC-qNMR D123 4 2 BARRYICHED 7o &
EZTW5D,

E. ZE3R

1) Nishizaki Y, Lankin D.C, Chen SN, Pauli G.F:
Accurate and precise external calibration
enhances the versatility of quantitative NMR
(QNMR). Anal. Chem., 93(5), 2733-2741
(2021).

2)  VHIRRRE = AMEAE VL E i NMR (EC-gNMR)
OFTF 0. KA &, 202212 A;12, 498-503.

3) Kurimoto T, Asakura K, Yamasaki C, Nemoto
N: MUSASHI: NMR pulse width
determination method by nonlinear least square
curve fitting. Chem. Lett., 34(4), 540—541

(2005).

F. &

1. FRFERE

1) TEIRERE =, @5 T4, AMRF, BARET,
EHAZE, AR, ST, SN TE
EERE NMR (EC-gNMR) (2L 257 v by
T = OREERIE, AARMBIEES 28
RS « TR, 202245 H 19 H

2)  VHIEEE=, AR, EATOME, FAREfHR A,
BIE WK, RIZFET, BEAER : QEA
FEIZ LTSN HETE 8 B NMR(EC-qNMR)
OWE BB & FDEEREEIZOWNT, &
61 [7] NMR 7fifie2(2022.11.8) (& %ATH)

3)  HAVEEHIH A, PENRRE=, HARE T, gaRE
7%, RINGNE, BARER  SMTEEEE &
NMR (EC-qNMR) : &EHHTL v ——74
A URRID L EDOHIEIZDONWT. 5418
H AE 8 NMR BFZEas4F4 (2022.12.16) (R
50)

2. B SURE A

1) VEIRHE = QNMR (233 < FExE VR E %
FHLIz7a~ N7 4 —ICXDEE
SN, BARR S A TFHERE, 2022 6 H;63(3),
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File Options
B D EE R N S Y e ey =
EYWEIE OBy 2
:_v =gt D 1 search_offset_90 [ppm]: 2.5
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B delay [s]: 60
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2
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File Options
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& Curve Analysis - o X
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# 1. LabNo.1® QfH

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 36 5.2631 6.5019 12.9019 2.6564
n2 36 5.2631 6.3730 12.6610 2.5552
2023/1/6 n3 36 5.2631 6.4640 12.7624 2.6124 2.6217 2.2%
n4 36 5.2631 6.4468 12.6664 2.5859
n5 36 5.2631 6.5632 12.9847 2.6987
nl 36 5.2631 6.4528 12.4733 2.5488
n2 36 5.2631 6.4706 12.6282 2.5876
2023/1/17  n3 36 5.2631 6.4529 12.7063 2.5965 2.5909 1.7% 1.8%
n4 36 5.2631 6.4794 12.9668 2.6606
n5 36 5.2631 6.4260 12.5843 2.5608
nl 36 5.2631 6.3970 12.5995 2.5523
n2 36 5.2631 6.4795 12.7302 2.6120
2023/3/1 n3 36 5.2631 6.4670 12.7373 2.6085 2.6109 1.6%
n4 36 5.2631 6.4658 12.7372 2.6080
n5 36 5.2631 6.4231 13.1446 2.6736
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$$2. LabNo.2 D QfH

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 38 5.2631 7.3241 15.5545 3.6076
n2 38 5.2631 7.2940 15.3060 3.5354
2022/11/1  n3 38 5.2631 7.3182 15.3589 3.5594 3.5844 1.1%
n4 38 5.2631 7.3231 15.6564 3.6307
n5 38 5.2631 7.3502 15.4189 3.5889
nl 38 5.2631 7.3198 15.3440 3.5567
n2 38 5.2631 7.2919 15.2658 3.5251
2022/11/14 n3 38 5.2631 7.2985 15.3866 3.5562 3.5431 0.6% 1.4%
n4 38 5.2631 7.2463 15.5112 3.5594
n5 38 5.2631 7.2468 15.3312 3.5183
nl 38 5.2631 7.2729 15.1568 3.4908
n2 38 5.2631 7.2831 14.9793 3.4547
2022/11/28 n3 38 5.2631 7.2523 15.4630 3.5512 3.4925 1.0%
n4 38 5.2631 7.2833 15.1231 3.4880
n5 38 5.2631 7.2454 15.1582 3.4779

16



#3. LabNo.3® Q&

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 50 5.2631 6.9875 4.7319 1.0470
n2 50 5.2631 7.0179 4.6357 1.0302
2022/11/2  n3 50 5.2631 6.9541 4.7060 1.0363 1.0393 0.6%
n4 50 5.2631 7.0081 4.6854 1.0398
n5 50 5.2631 7.0663 4.6605 1.0429
nl 50 5.2631 7.1128 4.5560 1.0262
n2 50 5.2631 7.0916 4.5658 1.0254
2022/11/17 n3 50 5.2631 7.1037 4.5969 1.0341 1.0361 1.4% 1.0%
n4 50 5.2631 6.9785 4.8020 1.0612
n5 50 5.2631 7.0132 4.6541 1.0336
nl 50 5.2631 7.0995 4.5918 1.0323
n2 50 5.2631 7.0466 4.6655 1.0411
2022/1129 n3 50 5.2631 7.1056 4.5675 1.0277 1.0310 0.6%
n4 50 5.2631 7.1179 4.5703 1.0302
n5 50 5.2631 7.1877 4.4973 1.0236
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#4. LabNo.4 D QfHE

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 50 5.2631 7.4398 2.9530 0.6957
n2 50 5.2631 7.3605 3.0400 0.7086
2022/10/6 n3 50 5.2631 7.3743 2.9870 0.6975 0.6969 1.1%
n4 50 5.2631 7.2950 2.9750 0.6873
n5 50 5.2631 7.3103 3.0030 0.6952
nl 56 5.2631 6.8770 6.3690 1.3870
n2 56 5.2631 6.8711 6.2366 1.3570
2022/1122 n3 56 5.2631 6.8831 6.3285 1.3794 1.3732 0.8% 29.2%
n4 56 5.2631 6.9045 6.2744 1.3719
n5 56 5.2631 6.8506 6.3189 1.3708
nl 56 5.2631 6.6559 6.7049 1.4132
n2 56 5.2631 6.6499 6.6896 1.4087
2022/12/14 n3 56 5.2631 6.6576 6.6504 1.4021 1.4084 0.3%
n4 56 5.2631 6.6598 6.6980 1.4126
n5 56 5.2631 6.6591 6.6644 1.4054
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# 5. LabNo.5.1 D QfH

RG #xtiRE pw90 E—7JH QfE QfE QfE Q 2k
[mmol/L]  [msec] i AVE  RSD (%) RSD (%)
nl 30 52631  11.0356  1.5881 0.5550
n2 30 52631 109601 15936 0.5531
2022/11/14 n3 30 52631  11.0621  1.5882 0.5564  0.5544 0.3%
nd 30 52631  11.1564  1.5632 0.5523
n5 30 52631 109917  1.5960 0.5555
nl 30 52631 109854 15892 0.5528
n2 30 52631 109823 15750 0.5478
2022/1125 n3 30 52631 109709  1.5778 0.5482 0.5474 0.7% 0.9%
nd 30 52631 109136  1.5698 0.5425
n5 30 52631 109782  1.5704 0.5459
nl 30 52631 109357  1.5897 0.5505
n2 30 52631 109309  1.5811 0.5473
2022/12/6  n3 30 52631 107525  1.5842 0.5394  0.5450 0.8%
nd 30 52631  10.8859  1.5763 0.5434
n5 30 52631 107654  1.5966 0.5443

19



#6. LabNo.5.2® QfH

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 30 5.2631 8.7922 1.5690 0.4368
n2 30 5.2631 8.8124 1.5298 0.4269
2023/1/5 n3 30 5.2631 8.8895 1.4889 0.4191 0.4268 1.8%
n4 30 5.2631 8.6447 1.5749 0.4311
n5 30 5.2631 8.8255 1.5021 0.4198
nl 30 5.2631 8.8321 1.5083 0.4218
n2 30 5.2631 8.9152 1.4990 0.4232
2023/1/16  n3 30 5.2631 8.9119 1.5226 0.4297 0.4233 0.9% 1.5%
n4 30 5.2631 8.9163 1.4844 0.4191
n5 30 5.2631 8.9597 1.4893 0.4225
nl 30 5.2631 8.8826 1.4848 0.4177
n2 30 5.2631 8.9744 1.5087 0.4288
2023/1/27  n3 30 5.2631 8.9605 1.4823 0.4206 0.4197 1.6%
n4 30 5.2631 9.0710 1.4673 0.4215
n5 30 5.2631 9.1953 1.4079 0.4100
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# 7. LabNo.6 D Q&

RG JExHRE  pw90 E—JMH QfE QfE QfE  QfE£HK
[mmol/L] [msec] b3 AVE RSD (%) RSD (%)
nl 46 5.2631 7.4832 2.1950 0.5202
n2 46 5.2631 7.6031 2.2485 0.5414
2022/11/7  n3 46 5.2631 7.5695 2.2008 0.5275 0.5281 1.5%
n4 46 5.2631 7.5662 2.1983 0.5267
n5 46 5.2631 7.5428 2.1958 0.5245
nl 46 5.2631 7.5584 2.2606 0.5411
n2 46 5.2631 7.5820 2.1814 0.5238
2022/11/24 n3 46 5.2631 7.5444 2.2146 0.5291 0.5310 1.2% 1.1%
n4 46 5.2631 7.5518 22113 0.5288
n5 46 5.2631 7.5377 2.2300 0.5323
nl 46 5.2631 7.4498 2.2665 0.5347
n2 46 5.2631 7.4371 2.2692 0.5344
2022/12/13 n3 46 5.2631 7.3890 2.2572 0.5282 0.5333 0.5%
n4 46 5.2631 7.4546 2.2636 0.5344
n5 46 5.2631 7.4968 2.2530 0.5349
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EC_dimethylsulfone_500ugmL_yuz0220803_No7HFX_SCOUT_SCAN_RG30_scan8_delay60s 1D delta 824.4 KB 3-AUG-2022 09:59:12| -
- BA_benzoicacid_2000ugmL_yuz0220803_No7HFX_qH_RG30_scan8_delay6ls 1D delta 830.6 KB 3-AUG-2022 16:22:50
BA_benzoicacid_2000ugmL_yuz0220803_No7HFX_1h_90_RG30_scan8_delay60s 2D delta 220.7 KB 3-AUG-2022 16:10:57'

HEREENE S NIEE (F2bbThb EOIE) . —>Fo77 A1 7
CBWTVE, AR FarEa—F BCETF—F 2t —T 5, T

[
11 : EC-gNMR B 7—42 OBRF A%

DIZ7A4INT 595 %EEINT S — @Data Servers Z:EiIRNT 5 — @scout_scan EIE - pw EHAE -

gNMR BIED 3 DDA 1) SHILT—42 &<,

20



12 EC-gNMR fIE T—% O A&

gNMR BIETF—4% - pw EAIET—4 - scout_scan AIET—42 D55, gNMR BIET—42 ZAWT
EE25EZTI. Delta VI b7z 7ZRANT, EERREZBL-ODFIRER 12 (TRT . f#HT(E Delta
Y7 bz 7SI Mnova ZERLTHRLY, T, M13%23EL T, EC RUBADESERZIETE
M Excel 77 1 IVICEBAT %, % 8. scout_scan RU pw EHEAIE T— 2 [EH AR TUE I N .
RIE L 1= pw90 A gNMREIE (2@ & b .scout_scan B U pw EAIE T— 2 (XEEETEICALVAELY,
L L., HRAFRBRZED DI ETAHRL—F RUEHEL. ARHPEAET 22 LEDKSICRELT
WAOMBREL TSI EMNEFELLY ((HE 8 RUME 9 #58)

"8 1D IOty : ECL_yuzo220617_qH_RG30_scans_delay60s-1-1 jdf -— [E=RESE =)
IPAM AJvay Lt RTAEE O UROBSR RARETR RNIE RT/EIRIE RETY L MRNY -

e sl s o) f]9]= 4 2] i — - —

4

LI P R B Y E S R ) DI 3

he=g

a3 — o= .. =)

EC DAV F /L gNMR JIiET — ¥, BREEIIWIHONRZ A —2DF .H-. &

FETHRV, Z0%, fHAHE, N—2 54 UHIEZ{To 7%, pw90 K& '235&15“55?““ <
S N o ppm

VGV AFNANVRDE =T HfE RN LT, EREFHRICHND 9

b

! l.‘ﬂ 2.‘ﬂ 3:0 4{0 ﬂ/

X i seconds : Proton >

Bz (2l)s) 4% =Y 5

EC1_yuzo220617_qH_RG30_scang_delay60s-1-2.jdf ;#

- v |E

EANEIIE

T CTA—

g . . X!Eﬂ)ZEm 12.513[ppm] % §

120 110 100 90 80 70 60 50 40 30 20 10 0 10 20 XD B 2513[pm]
X : parts per Million - Proton

& 1D JOw# : EC1_yuzo220617_qH_RG30_scan8_delay60s-1-1.jdf - o[ () [
‘J?ﬂb Fdvay bbb AR O(UROBI MR BIE onERE B e -l

NR=2F A NEEZRYERT D L MR EFT TN D, ﬁlf}fh@@h_j

4

FHERZ v %227 ) v 27 LT, FRQOMARMIE SR ALFORS % .-.-- Ei

S ~ =

70y 7 LT, 0 KOD1 Zhc#{d 5, e &

£, RHG@TRLEAT A= S HONT TV —All>7 15 *pulse ||| i :
ppm

T, 2@ qNMR HEEH S 72 pwo0 ZHERd T 2, s n s | |p

X i seconds : Proton " - b ) Emn Iv

— e J

EVVE] (Ol S IAEIES v £

d_i%l;v;[z;ezgﬁoﬁl7,qH,RG30,scanS,de\ayEOS-l-Z.de = a

3722225‘?3’?%] o ¥

op 61.29586008[%] 4

i »s

7 J | X Pulse = 8.9422[us] \’é’

>

3 &=

= Y

LE=UNT Bl
12.0 110 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0 -1.0 -2.0 T4 *pu\;e
X : parts per Million : Froton ;

12 (1/3) : EC-qNMR HIE 7— 4 DR 53k

21



-

& 10 70tw: ECliyu202206177qH7RG307s:anﬁidslayﬁns-1-!

ﬁﬁﬁmﬁ®x&&%w &KN~X?4V%E%ﬁﬁoﬁm

wzerofill( 4, TRUE )

A B E— oL L

OB ZFEIR L T, X—RF A i IE >Base Correct >3 TRUE TRUE)
(Iteractive)x 7 V v 7, WIZHRHQ@%E 7 U v 7 LT, "= A4 ppm 5
V*ﬁﬂz@ﬁb:@éo [display/phase] i
T T T T T hj
1.0 2.0 3.0 4.0 N
X : seconds : Proton q
alolals) B ]sla] olr el [TalE) & G e i
1:"EcLyuzn22051;LqH,RG30,5cans,delayﬁus—rz.mf %
&
=k
d
i
ol
o &
5
5 £ |5
3 [
£ AT (A g ]
120 110 100 90 80 70 60 S50 40 320 20 L0 0 10 20 214
X : parts per Million : Proton .

E=nEn

d M—2A5 AEIE - EC1_yuzo220617_qH_RG30_scan8_delay60s-1-2.jdf

0T a7 )

[ FFR-Y

alolalk)

— CHRIE SEEEL TR ]

(thausandths)

T T T T T T T T T
80 70 6.0 50 40 3.0 2.0 1.0 0

our Fit | Polynomial B Avg. Points CEE]

T T T T T T
12.0 11.0 10.0 9.0 -1.0 -2.0

X : parts per Million

& N—ASAA8LE - Ec17yuzo2205177qH7R6307;an97deIay505—1—2.de

[rae ol [

|

N—R T A A IEEHE, Fit : polynominal (}37 3 %)
EBRIRLZ%, BB EAREEZZ Y v 7,
Avg.Points & O Order 1345 H Tici{b 7 5,

12 (2/3) :

22

P FFan
TN Y N TE SERELT AL I
alolalk] @F 0w (@4
S_
o
L.
E e
2
£
12.0 11‘0 10.0 9.0“8.0 7.0 6.0 5‘0 4.0 3‘0 20 1.0 0 ".1.0 -2.0
X 1 parts per Million
ez - Fit | Polynomial ﬂ Avg. Points

EC-gNMR HIE T

2%
T ]

HEMHIE SRR SN D, APE A IE ST
HAHM, HIBRT 5, BEMESZ MR L%,
Vw7,

— 3 DFEMAE



r—— —
‘ 1D FOt7wH : EC1_yuzo220617_gH_RG30_scang delay&Us—l—l.jdf

Jrlr 32z Lfi-b AILIE O RORSE BiEESR RAE R EIRIF BRITY L RNV -

LIS EN S EY

B O EEN EIE RN ETEET
[a)zc| )

<
ML
S e
o 0)7(“\7 }‘/1/%" EC qNME ﬁgﬁ}zﬁ X/\y }‘/1/ wzerofill( 4, TRUE ) E
ELT, BELTBL, 771 VR M 1 TRUE, TRUE) 2
g .E?;le( 0, 6, 61.20586[%] ) >
e ( =
£ 3 o]
Cl N
10 20 3.0 20 =
X : seconds : Proton
&%

“JEC1_yuzo220617_gH_RG30_scan8_delay60s-1-2.jdf

(thousandths)

ML (TTREBATE, £

op [500%] 4

I S
|

X Pulse — 8.9422[us] Al |
>

¥ | =

(= i ™ o
<

H7AY [an [+

12.0 110 100 9.0

X : parts per Million : Proton

8 7—5A—b: EC17yuzo22.0617711H7R6307scanBideIaVSOsrl—Z‘jdf

2

=@ ® JgagLers—n

IpAl A3an LR-b 58 A543 ER 7 -aiiE ?'gﬂﬁn?l BRATY )l I%ﬁﬁh‘ﬁﬂb 7' -BiRiE

E3EY EHEEERCIE NG
o8 (2s)l8) (el]ol) Tz Ble)

EC1_yuzo220617_qH_RG30_scan8_delay60s-1-3.jdf

(thousandths)
100 200 300

0

T T T T
8.0 7.0 6.0

T T T T
12.0 11.0 10.0 9.0

X : parts per Million : Proton

S 1) Elz.z[ppm] [ﬁ/”\wgft Mll

=

tJbﬂj&E%[z.s@assas&[abn] w ]
[ X X Fold Class hﬁqﬂa\ Intearal Intensity
[ tppm) Tabn/ppm]
L L C § L C C
3.280 [1] Al 1.000 5.332 0.000 -9.730u A
2.464 0 Al 0.816 4.338 0.000 11.604u
1110 o Al 2.833m  15.642m 0.000 -29.843u

hd

EC1 yuz0220617 gH RG30_scang_de 4| 1

TRROQOBBER RS 27 ) v 73 %, FHH P EY) TRV

DEMTY — AT Ly Ri— R ZRX,
EERATIZ L, BREBEOHEE CHEICAVWDZ L,
Pl b, E— 7 HifE M O pw90 O % 5 E D

B 12 (3/3) : EC-gNMR

13 127~ L7z Excel & — b

AET

23

aiE. FETHES

IZRCA L

— 3 DR AE

YHIH AT B,
PAFIL AR D l:°—7 ERi A5, ©— 7 EfEIL, #EXHME [abn] ©

ERAMERERD,

WA




6 F-47 L~ benzoicacid_1_2000ugml _yuzo220826_No2CH_gH_RG36_scang_delays0_n1-1-2jdf — O e
P FIAn LaR-h $8E 2342 ER T RMIE T -AEm BRIl #RETY - TR
Olalk) (g lela] [o]s o]+
E A [N
-~
~t
[=1 @
S
=]
(=3
"
=
£ ]
= ]
2 ]
= ]
a ]
m (=]
T e Eaan e AR R R = T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
X : parts per Million : Proton
L
(=]
= I\ e
. 3H7 RREE (BA)
— =
2 2H% Q/
[0 [=]
o
= \ E
o ]
S e
g o
9 o l
c
=} -
=]
T o
T I I T T T T
8.0 7.0 6.0 5.0 4.0 3.0 2.0
X : parts per Million : Proton
3 T3 Ta T Te[ 17 T 1§ T 3[TYa[ ] TS Tie| 17| i8] Tao] T30] T3 a3 23| Tz Tas| T38| 127 Tas| 13s| THo| Tai] 33 133 TE] T g
A B c D £ £ G H I J K L W
S i ==
SFENE MmER #3EERE [mmol/L] |pw90 [psec] E—7miE QfE AVE  RSD (%) Tuning&Matching
1 0.000 r B HF LF
2 0.000 Blank_n1
3 2022/mm/dd 5.263 0.000 0.000  #DIV/0! Blank_n2
4 0.000 @ Blank_n3
5 0.000 Blank_n4
ENE MER FARERE [mmol/L] | pw9o [psec] E-J@EHE (2HFY) E-J@EE (3Hf) | #aEE| AVE  RSD (%) | Blank ns
1 #DIV/0! r Blank_n6
2 " <DIv/01 Blank_n7
3 2022/mm/dd 15.000 " zpIv/o1| #01v/0r  #D1v/01 | Blank_ns
4 " <DIv/0! Blank_n9
5 [ #DIv/01 Blank_n10
BERBFAD BAQHEEEER A DTS-I SR RMEE AL TVET
SEEHAD
ENREFERLEESRAN

EC X U'BA @ pw90 L B —Z HEE AT TDE (D). BADEBKENME LD (@),
7272 L, BA OFEGREIIROMEEZ AT L TWD, RENIDBAFE5 I BA OFBRE L, 16

[FIRBRE TR ICAERT D,

13 : EC RU'BA OEXEHE DK &

24

HEL— b



fTR1: HREEZF AL EC-gNMR O I [RE
NMR DIGEISHREEIZK S, Thbhb, Fa—=25&TvF Y (T&M : Tuning and Matching)
[C&Y. NMR OBREIAIL (FTE—T) NRAERRZOELREKRBICRART L FITRY. (/LRI
(pw : pulse width) xE—S T#R. 70 VB EIEE] IT70—JEEDE (QfE) 45, BRE
NEVGRHDOEBE. BREJETL. E—VEBENNESCLEEN. 05 pw FR<CGSHDT, R (1) I
TTEIICQEE—FEDEETH S,

Axpw90

= 1
Conc.X H (1)

ZZ T, Conc., EIEE (mollL) ; A, 7RO E—VEE; H AICHETST0O 2% ; pwoo,
90°/\JLRIIE (usec),

H-T. 2ADNMREHEZAWLTEC-gNMR 2#EEL1-15E. MEBEORBFRMEEIUTOX (2) TRYT
CENTZES, Thbhbt, REYBEOEIEE (Concc) NEALALEE, DTIEDMREE (Conc.a)
BWLHMEZRODZENTES,

Ay, H w90
Conc.A=C0nc.C><—Ax—C><p A

2
AC HA pW90C ( )

CCT, AFA SIE; RFC, EEYE (NMREFIIHNEFRE),
f=f2L. LROKXDOKIZIZIE, FAEIZHEITS NMR HBEDHRE, BE. L—NT12 (RG) HHE
LTHAHZE, EIT, TRMABREIELS ENWTWS I EARTIREHELTH S,

SE X

1) I. W. Burton, M. A. Quilliam, J. A. Walter: Quantitative "H NMR with external standards: use in
preparation of calibration solutions for algal toxins and other natural products, Anal. Chem. 77, 3123
(2005)

2) G. Wider, L. Dreier: Measuring protein concentrations by NMR spectroscopy, J. Am. Chem. Soc.,
128, 2571 (2006)

3) Y. Nishizaki, D. C. Lankin, SN. Chen, G. F. Pauli: Accurate and precise external calibration
enhances the versatility of quantitative NMR (QNMR), Anal. Chem., 93, 2733 (2021)

4) TEEHE=: S EELEETEE NMR (EC-gNMR) D3 38, SAEE, in press

25



TIRE 2 : AR A E
CAFIRAILKRORUVREERZABENOCRYE LR, TO75—30HhTERICHESIETHEL

fzo RIZ, PAFILRILKRDRUREBEEFBREZRXBOEICES., AHLT. EX0OEKETIOSUL

W& LT=,

ECHR#&E: 7ILIAYTTEYBMLUAFILRALKRL20mg%#20mLDAR TSR IAITAN,

DMSO-ds #hN 2 TIEREIZ 20 mL & L 1=,

EC:ECRZE10mML ZERICEY. 20mLD AR TS5 RIAIZAN, DMSO-ds /X TIEMEIZ 20 mL &
L=,

ECHFR®E ECI1OmMLZEHICEY. 20mLD AR TS5 RAIZAN, DMSO-ds Zh0 X TIEHEIZ 20 mL

&L=

BA: REE#HAOMgEEY. 20mLD AR TS5 RIIZAN, DMSO-ds ZMMZ TIEREIZ20mL & L

T=o

ETORMIBEELREETRAEL. BEAETHICLTEILRERET S,

FEHEHZ 06 ML T DOENMRAMEICHEL. F—FN—FZAVTHET S,

EC. BA % U Blank (DMSO-ds) £ 10 KD NMR & L THE L. SRR T S,

EC REKRU ECHFERREIEIIADNMREICH L THE L. EXFEHICERT 5, EILFHIE EC RE.
EC RV ECHFREZALT. NMREBDEMREZHEET 5.

26



{1E3: ECQNMRRV YT tDEy b7 v T

EC-gNMR BEIBIER VU T bDtEy b7y THEICOVWTERAT S, Aty b7y FIE. 11 KX
FaYEBa—3~DRV VT I7ANDaE—] 2 KR PIAVE21—2~D experiment 77 A
LDIE—] RU I3 HAH~ADTALRYRFOT7yFTA—F| 645, BEE! | STRTOE

EERATRIE, —EDeltaV 7 bz 7ZMALT. SAkFZEdF—FT—ERTIEEENEH NS,

1 RRAPAVELI—EADRY VT FIT7ALDIE—

1. Windows OS IZ delta 1—H'—TO4Y 4 > 5,

2. £y 7Yy T CDROM % RS54 JIZty T 5,

3. THRTO—5—&Y CDROM #FAE. [automation] 7 A ILF #RH< .

4. TgNMR(NIHS)ECZjafl E1=I% TqQNMR(NIHS)ECA jaf] ZEEHIEIZAHETUTO T4
E—9 %, C > Users > delta > Documents > JEOL > Delta 5.X > automation

5. TGradient_Shim_Solvents.jafl. lenvironmentjaf] L RHD 7 AL FIZIE—F S (E13),
. . i
@Q' b STISY b I\“$J>‘2\ » JEOL » JEOLOEF E p %ﬁ%‘ﬁ%%cc ':t e /Cbi‘ ﬂ:X ]\ a tml_& J:

e (GE<  =Ev

=t

FFEaIAS R SATSY

FLWIAILT—

e Al @

IV Delta version D7 VX B -7-% £
DOFREMENH D (EEDYE1E Delta 5.1 7 4V

i BRICAD b= WARER: TAILS— -
N N © =RV
e HIZHY), A7 VT M7 AL, BEHO
= Sf175Y ) EFER =2 HAX N o
. S 2N -
B Ko . oot e Delta version 7 A /L Z &N L Ta ' —325 2
B EoFre [ )l Delta 5.3 2020/07/08 16:34  J7 AL TANS— H AN V=S 114 \ ;
B Dela 5.1 T SEiSETE & (BUE . b3 Z il L TV % Delta version)
& ZT1-Tws foreign_data 2015/03/25 15: #)
@ data - 23— hAw b 2018/10/15 17:16  >=—bAv b 3K8
oz Pa-—4— |
eSS R
i [ESe =
—~ _— - i L& &g DDARAT !
@U' » SAJSU » BFaxb » JEOL » Deltas3 ) Deita 530185 automatlons 7 ﬁ‘/ & %L*ﬁ LT\ 3 0) 7 )
a - — . o o
EE v HE v BEFRAG #FHLWI AT~ Ey 0 @ 7 }\ 7 T /]) /1/% = t ‘j-éo
) FFEIAS SIS e SEi
Delta 5.3
415 5195U £a EHAR T $47
> @ Bfaxb expeniments 5 77
4= =g automation 7
g = logs -
p /J) =a-TwhH process_lists 2020/12/2317:32 7
reports 2020/10/30 14:14 7
S il a5 templates 2020/07/2013:30  T7 |
B favorites 2020/07/09 16:34 77
source 2020/07/09 16:34  T7
L TR
.
il
- - s Gk -
@U’ » S175U » RFaALb » JEOL » Delta5.3 » automation automationDBE ﬁz% %f:n‘é‘x HERED X 21z 72 Do
—
=2 . =HE - Ent FLWITANS— =~ 0 @
Y BREAD FFa1A>SATSY e e
automation
4 SIS0 28 =3 R
» [ FFasizb B qNMR(NIHS)ECZ.Jaf 202 JEOL Automation File 41k
>l EOFr 1 environment jaf 2020/06/12 15:20 JEOL Automation File 14 KB
= 1 Gradient_shim_Solvents.jaf 2013/11/1917:14  JEOL Automation File 11 k8
ST
M OvEI1—5—
g Ay NI

13: KRR FAVEL—F~ADRY )T+ T 74 ILDIE—

27



2 RAFaAVEa1—F~Dexperiment 77 A )LD E—
I RTA—5—&Y CDROM #FZ=. [experiments] 7 #+ LA ZR<,
2. 6 DM experiment 77 A LEUTD I A LA E—F B,

C > Users > delta > Documents > JEOL > Delta 5.X > experiments

) experiments Z A ILFIZHID T 7 A ILDBHBIEE
(X 14),

-

BB ITAILFEERLTEBEIETHECZE

— _-—— .
‘%-| Ly TFAISU e BFRadb JEOL » De|t653 » experiments » |&,H experimentsMIEE £
22 v HE v SFAT  FLLWITAILS— = 0 @
COBRFIASRTATISUY mAgR: JALG—
A SATSU experiments
B Feraxsh Za R s v
Fl ¥ FFaxAvb+
|| 20180705tennken b oid
d dat 1 single_pulse_dec_at.jxp
el 1 single_pulse_dec.ixp
| Fax . . . N i
1 single_pulse st H B E (2 4 T 7 experiment 7 7 A L
) JEOL c 1 single_pulse.jxp
|, data i obs_o0_check_gnmrixp
|| Delta 5.1 i double_pulse.jxp
|| Delta 5.3
|, automation
|, experiments N
b old experiments 7 4 VA IZHID 7 7 A NNk DG SEEEERE LR LTk, WX 7 L
A 5 (BIZIE, old 77 A N) EAERRLTEBISETH 2L,
|, logs
. process_lists
\y reports
|| source
tamnlatoc
, 7 EOEE ®iR: B 58

14 : ;KRR FAVE1—432 D experiment 77 A )LD E—

28



3 HRH~ADTOERYVRFOT7YTO—F

1. IHARTA—5—&) CDROM #FAZ. [process_lists] 7+ IL A ZB<,

2. RRAFIVE2LI—FDTARY by FLIZ, [process_lists] 7+ LA ZaAE—F B,

B RX FaAEa—2 D process_lists 7 ILAFIZTE—LAL, aE—LEESIFHIRKRTEI L,
3. AREIHDEZEMRL T, EEEE—F (console) THHEIZHER/T 5.

4. HHREFIZTOERYRMETYTO—FKT S (B15),

5. 9RFHOEGERKRL T, AIRE— FToOXEE4H—FT—EKT S,

& sEras rO-L - ZRCR T W R T S i B [

#|IR AT Wb ERE

ﬂ ECZ600(Full_JEOL) (1&#...)

OB SE ATILT &L

B [consold. 3
JaD—R l yyyyyyy ]
RS

SICFE OB A fERR L C. BEEETE— K (console) THNEI &k T 5, WHE
1L, 470 delta, /XA T — K : delta THMFHEA—F—H LTI, 7
av AU R RNESNFHIT v 7 u— RT 5%, 400 : console, /SAT— K :
console T/ tFHIHERET 5,

La bl
& JEOL Delta v5= E=NEEE

el FT75an NMRAIE TRMEE F-ARTE RRTY U fRETY -
_IJ ./_?
izl v
INFO : Delivered data into &
C:\Uzershdelta\Decuments’\JEOL\data\Yu-ki\GT-13-35 Fcl CARBON-1-1.3j4F
INFO : Deliwvered data inteo
C:\Users\delta\Documents4\JEOL\data\¥u-ki\GT-13-55 Fc2 PROTON-1-1.jd4f
I[| INFO : Deliwered data into =)
C:\Usersh\delta\Documents\JEOL\data\¥u-ki\GT-13-55 Fc2 CARBON-1-1.jdf L
- - 4

Delta =2 > Y — /L DOFRFED File Browser R ¥ &7 U v 735, ZDE&E, &
FIFEE— K (console) THNFZHHF LD,

15 (1/3) : HHKHADTOLR YR DT v TO— K

29



PrE P o W)

23—

- Disk Drives
B Dota servers

| Spectrometers

Rhsk @RE < EZIT7 0
1h90_gnmr.list

T e) > sl
n

loren_gauss. list I

scout_scan_gnmr. list @

Ty u— ] ZRRT 5,

Jprll FIaw

[Spectrnmeters

[SYECZ600(Full_JEOL)
- ECZ600(New_CH)
- ECZ600(Super_Cool_Probe)

ez 7Y > 7 LT, BROE

(= [ ot

Trl AFay

R
g
P=si
\a§.
o

FHOQE 7Y v 7 LT, BICTAZ by Ficar—Liz7 ekt Rl
A NO—DOFFRT D, WIZ, FHOQE7 V7 LT, 77400

[ ECZ600(Full_JEOL)

DHEFHN D Tprocess lists] — TAllFiles] (27’ r&E AU
A N&T v 7 u— N5, RO [AllFiles] % 7L
7V w7 F5E FOLIICTRTOTrERY R b

BERSND,

| — -

E]@ |m| Files

|a ECZ600(Full_JEOL) - Authenticated as console [ 8RR ]|

) ) e [ a)

|g ECZ600(Full_JECL) - Authenticated as console | #5498k ”

- automation
I console

P experiments
B instrument
P jobs

P logs

» modulations
F process_lists
»1d

»2d

P absolute
» cosy

b dgf

- daf cosy

» homonuclear
» hsgc
p- inadequate
- inverse
» lc nmr
- liquids

P solids
»

- templates

: 13c_astm_sn.list
13c_astm_sn_check.list
13c_eb_sn list

b

eb_sn_check.list

19f_119hf.list

I b 172.20.1.210:6242 D=
Uity 1722012100282

1d_protein.list
1d_solid.list
1d_wet.list
1h90_gnmr.list

1h_119hf.list
1h_lineshape.list
1h_resolution.list
1h_resolution_report.list
1h_sn.list

1h_sn_check.list
29si_hmd_sn.list
2d_ch_phs_pn.list
2d_cosy_abs.list
2d_cosy_abs_nus.list
2d_cosy_abs_nus_no_sym.list
2d_cosy_abs_wet.list
2d_cosy_phase.list
2d_cosy_pn.list
2d_dqfcosy_phase_sin.list
2d_hetcor_abs.list
2d_hetcor_abs_119hf.list
2d_hetcor_phase.list
2d_hetcor_pn.list
2d_hmbc_abs.list

2d _hmbc abs nus.list

= N

Local

e

[x]

COEEDOIRRET, DV REZ L 7 ) v I T5HE
TR A RESHFHCT v e— RTE 5, Ak
DFIETEY —H>DO7Fatx ) 2 M0

]

]

—

B 15 (23) : AREH~ADTOLR YR DTy TO—F

30

T >



& 10 oty - p— - - - Iﬂ:‘— ]
JrAM FIvay Lak—h AR O RURAE PARAEHR BAIE Fo/EIRIEF RRITY - fmETY -

=) -- EIE .-.%].
# ——— 4

e I
D7l AFvR va-bhh ORE L EDr ..... e

f

(= »ir 0[%], 0[%], 80[%], 10... =

g E $ wze EP?ZII‘E':(TRUE) Bl RS

_ = j w-fft( 1, TRUE, TRUE ) =

enticated as console i machinephase
i ppm 4q
isplay/phase

elx] 5

&

=

>

&

=

H

i

|| EAIEINIE) S

|_m 5

e, SE

DIEFOBEHRE MR L T, delta B— }‘ “C/\j'ﬁqu’i’Tifﬁﬁ‘Z) Delta == >/ —/L'® File Browser "% > %7V v 7 —
[Spectormerts| — [process lists| — [All Files] OFIZT v 7 r— RENTWI0MERT D, 7 v 7ao—RKank>
n AU A MDOFHANZIE Locall] EFRREND, £/, Ty 7r—RLEE7nk®vAU A FEERL T, FROVEH
PRIV v 7T L EBREBOFEMPETRINDDT, BT HI &, [scout scan gnmrlist] + [1h90_gnmr.list] -
MNoren_gauss.list] OFEMIT FOMEY

L L =

ECA it 7e kAU A b

R [ A T
AEAENEAN: B Bl ] 2 2 B B | B &
BjEfE]e]s)|m/ale e|s)  Bale]E]s]
W dc_balance( 0, FALSE ) ) »dc_balance( 0, FALGE § a) p-zerofillf 4, TRUE ) Z]
w-trapezoid( 0[%], 0[%], 80[%], 100[%] ) w-trapezoid( 0[%], 0[%], 80[%], 100[%] ) wfft( 1, TRUE, TRUE )}
p-zerofill( 4, TRUE ) p-zerofill( 4, TRUE ) machinephase
wfft( 1, TRUE, TRUE ) wft( 1, TRUE, TRUE )

machinephase machinephase
Ppm ppm

scout_scan_qnmr.list 1h90_gnmr.list loren_gauss.list

I -
t]e]zldlol|t)als]djol|[[t]c)=s]i]o

-l

£
=

ECZ /it a2 A b

[ somm W oomm N ooms
B LB ) B A EIRE BB B 2
Blmfelels) Bjafe]e|s]|| BIBIE]E]E]
(wirapezaid( 0%, 0[%], 80[%], 100(%] ) | ]| | [wirapezoid( 0[%], o[%], 80[%], 100[%1) | &]| | [mzerofil( 4, TRUE ) |4l
w-zerofill 4, TRUE ) wzerofill( 4, TRUE ) wfft{ 1, TRUE, TRUE }

»fft{ 1, TRUE, TRUE ) »fft{ 1, TRUE, TRUE ) machinephase
machinephase machinephase ppm

ppm ppm
|| [display/phase] || [display/phase]

scout_scan_qnmr.list 1h90_gnmr.list loren_gauss.list

-

[«

5
l

Alelsjd)o)|t)ajs]d]o)|[4]al=]xo]

15 (33) : HHEHADTOER YR DT vy TO—F

31



{1/& 4 : Delta % Advanced E— FRIZEE T 3 5%
16 I2RTO~DDIETEET 5,

& JeoL Del@)s.s.z (= |5 @

j?%JbI?fj\)avl NMRAEE T -SMIE TSR BTV - AN - ‘
29 ©

d
alel E

OO, “FTFar” - “BERE.

FERS B,

W,
Copyright 1990-2020 by JEOL RESONMANCE Inc.

Experiment Tool: Deliver Data Automatically G on (4] 4
Experiment Tool: Edit Favorite g On )
| Experiment Tool: Favorites Tab g/ On (4]
i Inactive Timeout (Walkup mode)} 5 4:@ (4]
| Load Scripts (4]
| Open Delivered Data g On )
® [ Operation Mode  Advanced Mode & 4]
qNMR: Enabled ) Off 4]
Show Total Time & On )
Upload Data (Walkup mode) [ Off 4]
Verify Shim Changes g/ On )

¥

Instrument % 7 ®7R#@% Advanced Mode (2 H 5, HRAE@—>@DNECHiE % U T, Advanced &
— NERBIE 2,

16 : Delta # Advanced E— FIZEE T 4%

32



{18 5 : AIE Method I< Utilities xRSt %A%
17 2R T O~QDIETERREE %,

R ATy Wl RE
” I} ECZ600(New_CH) |
22 delta Post-experiment Default Initialization =
l ' F=F = delta Completed Job New Jol
- Changer Ejecting Sample
- Idle Changer Selecting Sample 18 &
o HE - ch Staring Samp|
hﬂ#)jm Job{ /Ellzoummpf &Hozrml s - G cmeleTie G
Jop2 T [m» | ] =] 7 ausu;\ EET I 10
» New Job 1 oh 00m A |EC1_yuz0220617 __|DMSO-D6 Liquids TRUE | =
P New Job 2 choom | B
Il | - New Job 3 oh 00m
» New Job 4 Oh 00m E
W Fastshim and 1H 0h 00m
| 2EC-gNMR
ki
<[ ] i)
SAEMethod Job/454—%5: EC-gNMR.
= allow printing v|of ¢ A
2 Pmtnn qNMR(Acq Time) = folder v
bStandard = project ¥ v
» Utilities
I =
v
v B P 4
| 1 ) | BRI [Cad] e IE]
BRI # =0 > e
Vy—iis0 | EepEmola | Lok 0 | mmoavedg No Jobs

"8 BmEEasUTREER BE E=qran )
DrN ATy ta-bhvk @ERE S LUEDPL

= e Jss el
¥ IBFF £ ECZ600(New_CH) - Authenticated as delta BEATRR: ” .

$a Lol gnmr_seamless. jaf @
Quantitative_Analysis.jaf
& clobal Service_engineer_tools.jaf
shim_utils. jaf
Solids_cpmas.jaf
Solids_reference.jaf |
Solvent Suppression.jaf
Standard.jaf

T Standard_smart.jaf
ﬁ PR EmE Chnr‘l:rr‘l_\.u:llulp j:nC

| Eczsoo(New_cH)

(] Il o]

utilitiesjaf Z R LT, vEZ7 U 7
T l*.jaf E]@

17 - BI5E Method [Z Utilities #R/R TS5 A%

33



{18 6 : AI5E Method IZ qNMR(NIHZ)ECZ (A—#JL) #RTRSEDAHE

18IZRTO~BDIETREREE %,

2 D= VIR T
m ECZ600(New_CH) |
2 - = delta o7 - LA Post-experiment Default mitialization A
f @ 8 3% deta € Job: - P8 Completed Job New Job 5°
Method: - b3 Changer Ejecting Sample
3 o ﬁi}_kgg: Idle a8 Changer Selecting Sample 18
N = e - _ 11 Changer Storing Sample
hil*wﬁlb J0b { = ,wlzml[ khﬂmﬂh-ﬂll N - L chenger Stored Sample
J0b)2 (6] wogne | | mm | 2o [ s | | s | vk L] ]
I New Job 1 ohoom |4 |EC1_yuz0220617 _ |DMSO-DG 7 | Liquds | TRUE | | 2
» New Job 2 ohoom [} ™
| »New Job 3 0h 00m
- New Job 4 0h 00m E|
» Fastshim and 1H 0h 00m
| JEC-qQNMR
x)
Bl I 3]
BEMethod Job/853-5: ECQNMR
» Stan aH,sman ry ry
R JaNMR(NIHS)ECZ (0—)l) i~ = allow printing ¥|off 4 =
1. Proton gNMR(Point,
2. Praton qQNMR(Acq Time) = folder v
3.T1
»- Standard = project v T
»- Utilities
l -
2
22— A1 - N ERRLTFE ¢
| = BRI (oo mse) =
o SN2 D> e
| T Lock: 0 | am:oeld No Jobs

"8 EEEERLUT NEER

)

I7 #75ay La-bhwk @BE LB

lautomation

> 3B

environment.jaf

i Local

&) o5 o] ]|

'

" Global

n |
— Documents > JEOL > Delta 5.x > automation
¥
Il I[»]
utilities jaf IR L T, vEZ7 U v 7
Tl I*.jaf E]@

[ 18 :

34

HITE Method IZ gNMR(NIHZ)ECZ (A—AhJL) ZRIRSEDAE



HR7: BEE—VDIEEL T FRUVLY—IR—5 12 (RG) DHERAE
19 ISR FIETEET %,

21— —: delta RERS Changer Efecting Sample .
B +—F—: delta Job: Setting temperature to Temp Ambient 25[dC] before eject
Method: - VT turned OFF
Wi;:: Idle Changer Selecting Sample 12 =
. = Bl _ EE - Changer Storing Sample
memb H Jnhm = }E.‘Imq-mel o @ .JJ—'SU\I O - Changer Stored Sample v
) - PSS
vouem: | @A || fevzaame | il
HIB | B | [ 2oer] [ meE | @& | svee | |- | A= [T
i
« =
— @EC Z&#RL T, OFAEY Vv 7, 1
> 3
= al blank_DMS0d6_yuzo220803_No7HFX DMSO-D6 4 11w |Lquids 4 @ o delta
@ = EC_dimethylsulfone_S00ugml_yuzo220803_No7HFX DMSO-D6 % 12 | Liquids 4 | o delta
» o= BA benzicacid_2000ugml_yuz0220803 No7HPX DMSO-DE & 13 | Liquids & @ « delta
a3 —H —: delta 7 EC_dimethylsulfone_500ugmL ({38 1.\ er stored sample Iy
8 4 —+- delim Job: - P Changer Ejecting Sample
;- 48| Changer Selecting Sample 12
hie: Idle i Changer Retrieving Sample
'y

Changer Loading Sample =)
Changer Loaded Sample ¥

J i EEEl l[ ml[ [ HlEqueue I[ {frxza I{ (1 B I

W Probef

; N
| b |
20wk [ 12 ] Current Current Status
= | — | Y oz m—
DMS0-D6 SPIN OFF 15[Hz] TEMP ON 25[dC] o BB DL
LockfE A~ [ 1l T s B

~ =2 7 VHEERICEY . @AY ON>@A Y OFF I27 5, 2T, FUFLERICAE S
OFF NEZNC 72 %, WICOTEMPON %27 U v 27 LT 25CICHRET %, &2, @—>DTr/ IV |
VAEFETT B, VIV N ADRIET 74NV NOREERATLE, Z0bE, STV
v hYAIE, AEY OFF 2 25CTEi S b,

1 o (e e e e |

&

21— —: delta *J“,J’JLE EC_dimethylsulfone_500ugmL |83 Changer Selecting Sample 12 A
84—+ - deln Job: - Changer Retrieving Sample
Method: - Changer Loading Sample
(] ﬁhﬁé: Idle Changer Loaded Sample
® = . - _ g5E - Ramping temperature up, 15[s] to setpoint
J ﬂu el H Job I[ D AITEQueue m h E248 I[ o AT =h2 | FENBSRS: - Ramping temperature up, 15[s] to setpoint ¥

17 LA 88 Cawtnath [ ProbeF 2 -1/
x

g P @ s © ———

vavy 358 oY 0B ER p— —
L — B . &
| e ot [ 25[dC] -
I PN K
il .42 Target [15[Hz] 4] Target [25.0[dcC] 4]»]
ER SPIN OFF 15[Hz] — @
‘t gn —
[ : ) RARAES
o T || ]
B e o e EEET T T T |
w—r(wy[za—@oamﬁmt &3 nn
] B e — [ DIEIRE DIENE DIE2 Level [160 4]
O e meAtmsE
(2 (@) T 10| —. ) (T Co] ———
C ] +10x | +s0x || [ +sx | +1ox | +s0x || [ +5x | +1ox | +s0x |
O ohii Offset | 2.5[ppm] nu
] [ o | o | soe | [ s | aex [ sex [ [ mx [ tex | sex | 5

19 (1/3) : BEE—VDILEL T FRULI—N—71 2 (RG) DFERAE

35



&[8ls

3 -t -: delta

Bk
Tt delta Lo

Meth
"

Jm] #30 H ml{ [] Al queue m {hee=s I{ rr-ma I

2] =]

TEEFE
AR

EC_dimethylsulfone_S00ugmL, [§2

Waiting to reach Lock State ‘AUTOLOCK'

Reached Lock State 'AUTOLOCK’

Increasing Lock Gain to reach Lock Achieve Point of 1500
Lock Gain was increased to 9

Reached Lock Achieve Point

Completed Job 1D A5 TRl

=0

ol | @ || ozmaramm |

HEA—A A

—{—
No. |4 I | i [ oor] | mm | | mA| A ] [ = || A [ [0
> 1 55_1% CHCI3 Acetone-D6 1 Liguids @ o console :
» 2 55 0.1%EB Chloroform-D 2 Liquids @ =} consale
» 3 55_10% EB Chloroform-D 3 Liquids @ @ consale
* = blank_DMSOdé_yuzo220803_No7HFX DMSO-D6 4 11 -« |Liquids § I ] =] delta
@ # EC_dimethylsulfone_S500ugml_yuzo220803_No7HFX DMS0O-D6 § 12 | Liquids § o g delta
{b— b‘— BA_benzoicacid_2000ugml_yuzo220803_No7HFX DMSO-D6 & 13« Liquids ¥ I ] =] delta

TV MY AETHIC, QEC 2B LT, @F1 21X Tcheck] &9 Job Z1ERK
T 5,

[«

] c

RAEDADH
EFEFS
BIEHS
{ERET
I5-H4E
ST ED
#HRENEADY

soby 753, | open 20b [ 3eb0Z 7 |

R EbE v hOSEEMEEETE
I:hecb{
Job& S % lobaISEN:

IT) GBI 200% {FFR

) #iisho

2t delta A EC_dimethylsulfone_500ugml BEM \waiting to reach Lock State AUTOLOCK" A
B 8 +—F— deita = Job: - P Reached Lock State AUTOLOCK'
= Method: - 82 Increasing Lock Gain ta reach Lock Achieve Point of 1500
o o o N .
Muﬂ‘yj‘» {m ” = F,EHEmHhT::Bm B EEar Aniah: - L] Compieted 3ob 10 H55 T kit v
Jobl 2+ | |[ el I ‘ [ B ‘ [ZD')T‘ ‘ TEE _I ﬁ"lﬂf¥| [ TAh =
¥ check 0Oh 05m imethylsulfone_S500ugmL_yuz0220803_No7HFX |DMSO-D& |12 | Liquids | TRUE | re
Proton 0Oh 05m @
! ¥
[ m @ ] 1]
HlEMethod Method;{z:4—#: Proton
E dard
St%ﬁj > | cumsntosen | o
Carban [ calculate_proton_80 o <« /AT
Quantitative Carbon
Phosphorus » comment
Proton and Carbon
DEPT %
e pest > force_tune @ <« LT/
Presaturation » dual tuned @
Watergate -
ggivcosv > proton_autogain [ DA
TOCSY
= NOESY B g @
mg::y » proton_scans 1 < 1TOK
Edited HSQC
HN:BEC ° »> proton_dummy_scans 0 <~ 0T OK
Selective NOESY 1D = =
Selective TOCSY 1D > proton_tip_angle 90[deg]
Selactive ROESY 10
r - » proton_x_offset S[ppm]
Job : check] D HIZ, @Standard H|E Method @ Proton - - ECGNMR 48
~ o= - - N N
ZBMT %, Method /37 A —HZ [X@DIREEZHE, BT - proton_collection_mode | Acq Time & ZaEbED
S N N = A\
ﬁB\ W D JA%LH#FEﬁ\ JE'&‘E E#Faﬁ 7& EC'qNMR %{4:&\—{3\29 > proton_points_or_acq_time | 4.5[s]
£ ¥ N N N
JCJ—‘ 6 o %% E@l‘i 1 IEl T ,@( l/ \o 57 X x % '\7 Mg lj:l/ A % 7"5: » proton_relaxation_delay 60[s]
Vv, ZORETOMERET S, > wmon |0
» email_pdf @
t ®
{ Set_State MAS H I :

o=

19 (2/3) :

36

BEE—VDIELZES T FRULI—N—F1 2 (RG)

a)ﬁélbﬁif



6 1D FOwH 2 EC_dimethylsulfone_500ugml_yuzo220803_No7HFX_PROTON-1-1,jdf - m} X

IpAl FTay LA-b AT D4 RORE BASETE RNIE RmEIRIE BTY - FREDY -

EINEIEEY

5 d
i
[
T
]
wsexp( 0.11116[Hz], 0.0[s] ) 2| E
wtrapezoid( 0[%], 0[%], 80[%], 100[... s
wzerofill( 2, TRUE ) =
»fft[ 1, TRUE, TRUE )
machinephase >
ppm o
1] L
g u
2 <
FRRON S, BohA— oA (AG) iz ii#kT % (Recver Gain=52), ¥7-, @ITFET X c
E INT AT MV O — 7 Db 7 N &gl L C, search offset 90 : 2.5[ppm] &% O} il
search_sweep 90 : 0.2[ppm]. 3 721>% 2.4~2.6[ppm]|DHEPHIZIUNT, B E—2 kv b SN2E | |H
WE— I NEELRW L EERTH L, ¥
FERDFIET, BAIZK L TH AG KO Y — 2 DLF 7 F DR & Ehid 5,
Al d
ol ° o
| I
11 @ "
11 = >
= =
|G
R O
T
|8 ]
=l 5
I @ Lﬂl:k_('xam =
g Method.Pmtcm_Autogaj_n =
oo e Mien Proen Method.Proton Receiver Gain =
8 Proten Autogain T =
_é Proton Receiver Gain =
3. |
T T T T I T T T T T I T I I T [4[ Il
120 11.0 100 90 80 70 60 50 40 30 20 1.0 0 -LO0 -2.0
LI AFY i
E X : parts per Million : Proton

i 21X, EC @ AG f 52. BA ® AG fE 46 DAL, ..
BA O AG fli : 46 ZHYEIZ LT, 46-6=40, 72005, ECQNMR HIED L 3 — 371 1E 40
WZHE—1 52 &,

B19 (3/3) : BEE—IDILFEL T FRULY—N—74A > (RG) OFERAE

37



{1/® 8 : scout_scan FIET—4F DA RXFTATLES X

scout_scan (XFEEE D 1 @D HBIETHSD. EC-gNMR X9 1) 7 k@D Method /85 A —42 THREL
1= search_offset_90 K U search_sweep 90 M/85 A —# [ZH L, COFEHEANTERY SINLEOBRWE—Y %#iF
3 (K20), pw EHFAEIE. CORELSINLEORWE—Y #RBFHRLICLTERESIND,

‘ 1D FOtwH :_E(i__ dimeﬂwlsuIfDne_lD(]DugmL_yuﬁg?I]_N:;zTIC_SCOUT_SCAN_RGBD_sczm_deIayﬁ()s—z—m
el ATy Li-b ATALEE S uROREE RAMEEH BNIE RoENRIF BRI - fRETY =

B O E SN EIF R ETEEIEE

G

<

..@...@..@E. 5
I

C1_dimethylsulfone_1000ugmL_yuzo220630_No2UC_SCOUT_SCAN_RG30_scans_i [ [ [ " = H = I[ = l =

Bl E|& | 5| = H

o w-trapezoid( 0[%], 0[%], 80[%], 100[... Z] =

=) wzerofill 4, TRUE ) 2

<

wfft( 1, TRUE, TRUE )
machinephase
ppm

-10.0

abundance

CEGCED

1.0 2.0 3.0 4.0
X : seconds : Proton

A5 [2]>]=]2] (o] s ]ol+ 0@ (dy

kb TRBYTY W

EC1_dimethylsulfone_1000ugml_yuzo220630_No2UC_SCOUT_$CAN_RG30_scan8_delay60s-2-2.jdf
= {ECl_cimertsatone 100000, R0 Z20E30_NoZUC_S00UT. FE30_soanE_ceiaylsI-
3
N 5
o 2
3 B>
< - =
2 < » ol
s
Eq J l \ D58 0[] i
—E 7 BT
o
;. 508 [500Hz]
@ 5 5 I 4 D
| 2 1% —
: o . ]
- B — | o) XBIELE(E | 77.0[ppm] 3
1 1 1 1 I I [rrrrr e I I I I I L}
. - . I
12,0 110 100 9.0 8.0 7.0 6.0 3.0 4.0 |3.|0 I 2.0 1.0 0 1.0 -2.0 i A l12_513[ppm] ]% g
Be 2 XEBD A R l-2.513[ppm] ]
Mmoo

X : parts per Million : Proton

—

L — == —_—

EC ZREHE L THWEEA O scout_scan A kLT — X search_offset 90 :2.5[ppm]. search _sweep 90 :0.2[ppm]
WRE LT a . RERHIOFFAN (2.4~2.6ppm) THib SNHOBRWE—2 28494, ZogE, By —27 T
H 5 DMSO-ds  2.46 ppm D E— 2 73 pw HGEEE O R OISR E S b,

20 : scout_scan I T—42 DR HETNELIE S X

38



118 9 : pw ERAE T —2 DA AEREBLESE

pw EFRAEN ST ONET LA T—RIZDE, fitEMZREFPLE—Y DBE, #E#Z/ULRE (pw)
ELT7ny b BE, BRTDIEZRVEIND, CORRT DEZRITHLTHRHLD—T T«
VT4 >F (CF) &4TL), pw90 2EHT S (K 21),

rj nD F0trw 4 : EC1_dimethylsulfone_1000ugmL_yuz0220630_No2UC_1h_90_RG30_scans_dels... s - e |
Drlle A BIAEE O oMORSE RARETE BANIE RT/ERIE BRIy - AT -

Ei==lCE R ET R E M 5

i

b

2] b Bl S ) =) ) 1) 2c] &) L
fl |

|z T T

X wtrapezoid( 0[%], 0[%], 80[%], 100[%]) |4 Fy =

I wzerofill{ 4, TRUE ) ;-i

¥ wffi{ 1, TRUE, TRUE ) L

| machinephase E‘:

Il =z ppm il

| [transpose] 5

>

@
e s s Y s e s s | e |

(o}

EC Zalkt L L THWZE56 0 pw dfElIE TR L
TuA T4

o

[ —T———— | ] =

m m
Bl

I'I G

v v
: E] Slice: Il[pnt] EIE][Puiﬂts |¢] slice: ’1[pnt] EIE][Puints ‘#] _

.
" # nD JOt v : ECI_dimathylsulfon=_1000ugmL_yuzo220630_No2UC 1h_90_RG30_scans_dela.. NESHEGA >

TpAb FFay RIARIE D4 UROBES BEEEE RNIE RT/EIRIE BRIV - fRETY -

llll.ll. )] | L] R
..I@@ ®

e :
wtrapezoid( 0[%], 0[%J; 80[%], 100[%] }
p-zerofill 4, TRUE }
wfft( 1, TRUE, TRUE )
machinephase
i npm
I_
\ frarsposeT
i~ 0

7v47 HINIEED AT A AT —Z DR S5, 7v47 D IERE A ZDIiE, BATA AT —
IR LT, S LB IE R AT O LEN H D, Z OF— DOAFIFHIE ST A — &i\£X74x7 2D,
%%%@<%%ﬁ§@%wﬁ—7%ﬁox§4x?—&%%ﬁmﬁﬁéhéoEW%K@\%%%ME~7%E%
SREIAGICIEDEIZ T 5 Tabs] @M%, RBOQORZ %227V v 735, Tabs) DNBIEND, WIZHKRHEQD
RE IV LT, T—FAL— &L,
v I

=

! E]. Slice: ll[pnt] EIE][PomiB ‘#] Slice: ll[pnt] EIE][Poinm ‘#]

=¥V V

TOLGOL T W

21 (1/6) : pw EFAE T — 2 DO HEHRELET X

39



[& 7—5=zL—1 : vEcTOR - Fr.r3 [ESEET =)
el AFay L=k dmE 293 BR T -A0IE FoART BRIV -l BN -0 T -RiBME

@ @J@
GEDIO EIE 55y

mylsulﬂme 10Km|__yuzo22nsan No2UC_1h 9umscana _delay60s-2-2.jdf

g o

|g oi 7—HAL— blili, FEOER—-Y =7 74X (L), FTICERATA AT =4 (al~
8 R nl2) SHEHECTERFIND, O, RLBEOROE—2 (%) ZRORTA AT —2F
8 o mMEALARD,

= =

- L W

T T T T T T T T T T T T T
3.0 2.9 2.8 2.7 2.6 23 et 23 2.2 21 2.0 1.9 1.8 1.7

X & parts per Millio s roton

L L

n1 n2 n3 n4 500n51%6n6 n7 ng 9P Rg-tEiip10 n11 n12
X : microseconds : Proton

|| kzivrEm [X ‘#]l??.n[ppm] [Mmll ]M]

0
[
[

l abundance

‘ nD JOtrwH: ECl_din_mE)_rlsuIfone_lDUDugmL_yu20220630_N02UC_1hZQO_‘RG3U :';canE_dela...E‘Elg

DrAM e ATALIE O wRORH RAEER RNIE RTEIRIFE BRIV L AT -

e [&l% N
EEEREEEREERE 5
| .@I...E]..ﬂﬁ. ai
| :
| |:|' wirapezoidl OT5e], 01941, 80Toe], 1000%eT) | & i g

wzerofill( 4, TRUE ) =

I Y I' FfFE(l,.TRUE,TRUE) d
| mar;hlnephase g
120 (i i
i
au
| e[| 274272 EHLTAMROORS Y nbn3 RO | |8

o |} TAAT—HEREL, FHQODRY L TANT bLER
| REEBH, Fo, FITEM LT Tabs) 1% delete 1R 5 o THl
I ;U_U BRL TR 2L,
| b
|
| [

[ L7 | v v
:E] Slice: Il[pnt] E@[Pointﬁ ‘#] Slice: I3[pnt] ® EIB[Points |¢] |

21 (2/6) : pw BFERIE T—42 Do FETRERNIE 7%

40



: :
W6 10 71ty : et dmethykilone 000G yizc220630 NGB 90 Rcan scan ceiyooe 2 o (=

JpA FIoaz Lafi-h AIALEE D4 RORE BIMEEER R RTEIRIE BRITY - e -

B O EEINETE I
ORI PV T RIS

fimathylsulfone_1000ugmL_yuzo220630_No2UC_1h_90_RG30_scan8_delay60s-

Jdf ¥ = 8.2822;

{II{EIIIEHEHEI

w-trapezoid( 0[%)], 0[%], 80[%], 100[...
wzerofill{ 4, TRUE )
wfft( 1, TRUE, TRUE )

machinephase

ppm

abundance

T T T T T T T T
0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8

&6y

X : seconds : Proton

@WIEIRI g Al olf e+ T/ O

T T T T T T T T
24 23 22 21 20 1% 18 1.7

“?i IECl_dimeL‘nyIsuIfone_lOOOugmL_yuzoZZOﬁElO_N02UC_lh_90_RG30_5can8_de|ay605—2—Z.jdfY = 8.2822‘
| A MBEHOATAAT—F, ZOATAT—FEHELT, & v
T ATAAT—=ZICHT DAMMENRT A —F R REEND, B { ok H 3 H = ” &l H 0 I
| m RRGICIE. n3 FHICHEM STV % machinephase 73 F S 41
| o3 %. machinephase DfEIL7 7 A WERE = — T BB,
Ex ket IU[HZ] J
| o
- @ | 50[Hz]
E ° L XHBHHD 2= |3.294[uum] %

I I I T T 1 1 I e
3.2 31 3.0 29 2.8 27 2.6 25 B AR |1.529[ppm]

X : parts per Million : Proton

-_ hl
?7 7 A58 E 1 —7: [EC1_dimethylsulfone_1000ugml_yuza220... Elm

I7-4I F|om TA—3ub

O = ERENEE

EE=

I
| Hudg IECl_dimethylsulfone_l[JUngmL_yuzo22Ur}30_N02UC J
IRREDINT A —H 78 machinephase D/XT A —X L7325, ZhbD/RT
A—2EPEZ TEL, 1
L] A
Lock State = AUTALOCK A
Lock_Status = IDLE
Lock_Strength = A772
Machine = sccHl0H Varian C =
Machinephase X PO = 74.94317 [deq] |
Machinephase X P1 = 51.4268 [deg]
Machinephase X Pp = 0[%] ]
Mas_Spin Action = SPIN OFF
Mas_Spin Get = 0[Hz] I
Mas_Spin Mode = ADTO
)

o lll

) )

5 oA |

J |

A7y |al

21 (3/6) : pw

BHRRIE T — 2 DO HETRELIE T E

41



J

PN AT b RTALEE D4orORE BERESR ORI E?IEI?F"J% BRI -l TRETY -

d
IV@IIIIE]. EIEI WHHIIM%HEH
[
- - = — \ir
imathylsulfone_1000ugmL_yuzo220630_No2UC_1h_90_RG30_scan8_delay60s-2~1.jdf Y = 8.2822: [ H " = J{ E. I[ = I F?':
wtrapezoid( 0[%], 0[%], 80[%], 100L... |&)| %=
pzerofill{ 4, TRUE } S
wfft{ 1, TRUE, TRUE ) =

@ ppm
2 [display/phase] <
4 o
5 [
W W
T T T T T T T T i)
0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 =S
E X : seconds : Proton >
— sk Shift .
EASESPNREIFACIES &5 (e B
o
:|FC1_d|meﬂ'|yI5quone_IUUngmL_yuzozzuﬁau_No2UC_1h_?U_RGBU_scana_de\ay605-2-2.]dfY = 8.2822| ﬁ

machinephase ZHIFk L T, (AHASRAHIEDRIBIZT 5,

(Lot )8 ) =] %! ) &)

>
Qz
B*Dﬁ:‘%&[nmz] ] i
>
momsicfi o] |5
X )
g XHUIEEEE(E [ 77.00ppm) . g
2 " =
[}
T T T T T T T T T T T T T T T T
32 31 30 29 28 27 26 25 24 23 22 21 20 1.9 18 17 X?H]ED?EJm 1529[PP"”]
L X:parls:perMiIIinn:Prmnn _ |

PN AT LA-h RIALER O LROME BES BN RT/EIRE BTV WRErY -

B DY EEINIETETEY

fr 1D 70Ty ugmL_y1z02206 07N02I:IC71h7907RG3079can87delavﬁl)s-2-1.]dfw@g~
2

<

2 o )| vt | 55 B0 = [ ) ] 2c] &)
imethylsulfone_1000ugmL_yuzo220630_No2UC_1h_90_RG30_scan8_delay60s- | I g

trapezoid( 0[%], 0[%], 80[%], 100[... E

wzerofill( 4, TRUE ) il

-fft( 1, TRUE, TRUE ) =

g ¥ phase( 74.94, 51.43, 0[%] ) g
£ o
T T T T T T o

0.1 0.2 0.3 0.4 0.5 0.6 = [~

E X semnd@ >
B Jxla] [o]s]elt] [T B} 5
200 20 Moz : '
RHEOQOMMEHIERY %27 U vy 7 LT, %£D &
machinephase D/37 A —& Z{R@IZATIT 5, 708, L]

NEUR 2 HTE T LA TE 20, XN T
LTOHEEED THRELTWS (LBbhbd), &k
WZHRH@% 7 U » 7 LT, 50 machinephase 7% H S
NTWEARY MLV ERCREBICR D, ZORET, X
~7 MVEFAL %,

HEIRIE

1.0

G—¥CY WV

P —Da lo[Hz] ]

xéﬂlﬂ)Em 1. 629[ppm]

a
|

TCLOC N W

T T T T T T T T T T T T T
32 31 3.0 29 28 27 26 25 24 23 22 21 20 1.9 18 1.7

rl abundance
=

: parts per Million : Proton

21 (4/6) : pw BFRRIE T— 42 O FLETARERNIE /5%

42



.
[ & nD ZOTw% : EC1_dimethylstifone_1000ugmL_yuzo220630_No2UC_Lh_90_RG30_scans_dela... = | B et

I Avay WIRSE kOB PARMETA M TR | sy -] s -

[ReS T
>
2eEEElE4e=2)x o) 5
ra
.@I...E].-@@. L
I v
ey < 1 v N
U w-trapezoid( 0[%], 0[%], 80[%], 100[%] ) |4 =
(| p-zerofill( 4, TRUE ) =
i »Eml TRLUE, TRUE ) @ é
(| wphase( 74.94, 51.43, 0[%] ) j
l il
|

n3 F HICHE A SN ENRT A—% (@) BT LA T — 2 2RI
BH SN D, ZORET, FEQOMITY — L —RIFREETZ 2 ) v 7,

> IlJ

Fiw

(=1
-

E] Slice: [l[pnt] EIB[Points |¢] Slice: ’3[pnt] EIB[Points |¢

{

2 R, 2 2020 el e
I FIay 1

III|_IIM@| rrr—
= SECIEL @ ®4

ey §EC1_dimethylsulfone_1000ugml_yuzo220630_No2UC_1h_90_RG30_scan8_delay60s-2-2.jdf Y =

=
@
(=]
o
8 (=3
5 @
(=]
5
= A
= T T T T T T T T T T T T T T T T
3.2 31 30 29 28 27 26 25 24 23 22 21 20 19 18 1.7
N I |
& & 2 =
o (2] (3] 1
X : parts per Million : Proton
™
o
=]
: s -[ o ] @
o S NG
= ;_ X2 = 0.00503
<
5
5 o= 0.07095 »
T T T T 1]
10.0 20.0 30.0 40.0
1 P

FRHROORZ 2 1B Y v 7 LT 2 EFERDATA AT —F 2 RKRSED, ZOREBTHRHIQORSY 2L T
—J ¥y 7 %175, EC-qNMR 27 U 7 k@ search_offset 90 & U\ search_sweep 90 /37 A —ZIZHE\V (ENEh, 2.5
ppm KON 0.2ppm) . T OFPFHANTE S SNILORWE—7 28R 5, T7bb, @O~ BHI—T 7 4 v T 4
TORGEL IR D, WIT, @M 5 — K : Nutation Analysis Z3&R L, @DOAAFIEIZV 2 AD, HEITHFREOD
HEMLIEAR 7 29 L. pw90 BNEHEN D (D : 8.96949us]) .

21 (5/6) : pw EHAIE T —2 DR IETAE LIRS %

43



"f 1D TOtzwt : ECL_dimethylsulfone_1000ugML_yuz6330630_No2UC_qH_RG30_scans_dalay60e-1-1.1df PR— e BRI )
Jp ATLaw Lab-b BIALIE O BRI RESMER HRNIE FoRERIF BTV - FETY - |

EEEAEIEY
CILIEYETTEEY

<

alt

- [

2 SEC1_dimethylsulfone_1000ugmL_yuzo220630_No2UUC_gH_RG30_scan8_delay60s-1-1.jdf g

9 e |

= p-zerofill{ 4, TRUE ) =

wfft{ 1, TRUE, TRUE ) 2+

| = machinephase =
| ppm

=20.0

CECLEN

T T T T T
1.0 2.0 3.0 4.0

IEI abundance

X : seconds : Proton

Ealalk] 2 ela] [0l ]e]+] &% (mt)
| pw HERIE R O qNMR HlJ7E TIIBE L7z pw90 73

g_ ﬁﬁﬁ éh(b\éo

Al TBBIT) W

X Pulse = 8.96949[us] N

G EEN A

8.96949[us]

[« m =
A7 |an ¢

abundance
TELOCEANS

0

T T T T T T T T T T T T T T T
12.0 11.0 10.0 90 80 7.0 60 5.0 40 3.0 20 10 0 -1.0 -20

X : parts per Million : Proton

(2]

21 (6/6) : pw EHLRIE T — % D SET AR A %

44



B 5

RGN R

SFn 5 4R 3H

(RS RVACSE SRR Tt e )

FrigtsEtkBE W 4 Pk

K 4 &M SEK

30H

WROWEE D0 3 LT IR EITIE R OFENTTEIC I T 5 fWEHEARDL K OFIGRAH S EE O BLIZ DU

T T LB TT,

1. WFgEEEA B DL R HEENT 7R 33
2. MFEFREA BT OIS FEVERELR ICE 3 D MR HEIE E & NMR (EC-gNMR) @ & JE b M OE
HERIZBI T 2098 (21KA3008)
3. WeE4 (PiESE - 14 BRSNS EERE
(K4 -7V H)H) PR M= (=% o)
4. fEEA ORI
S5 0 A B R THADH DL EDHFELA (%) :
£ || mEE BELEE jf%E s
N&ERG LT D EMEE: - BERUZIC T 56 0 g . .
BHFEEE (x3)
G TR BRI JE I BT 2 458t 0o @ O O
JELAE GBS DFTE S 5 FEHEHEREIC 31 D B R 0 = .
5D EREIC BT D A
Zofth, NI D HEESNRHIUTIAT D Z &
(55t D4 - ) o o O 0

(K1) MREHIEE DS MREHTJE 2 T D12 Y 7o 0 P R & MEREHC T 2 MEE R RO FEENFA TOLEAIE, TFEEHRSR) I0F =y
L—#E L <IZEMOFEENRTE T LTOARWEEIE, RER) (Foy 2352 L,

Z Ot (FrRc9HH)

(%2) REEIHAIT, TOHBEZRHTDL L,

(%3) BEILRD> TEZAOPFEIC B 2 fMEHRET) . TERRAMZEICBT D MEiset) . Te b & BETMATOIEIC B 2 MELHEEH) |

L B EERIAIC BT 5 EMEEE) (CHHLT 534, SRR ICRAT S 2 L,
5. JEATGHESEF OFFFEHEENCI T D RIET R ~DR T DN T

DNCGSTE

| Rt BB Ok B
6. FIZSFAR D& HE
WIFEREICBIT A CO I OB FICETAHEDEE | B £ OUROEAITF0NE -

MIFSCHEBIIZ BT A CO | ZEARBEOL IE PSRV I MG 38 PSR e T
WHFFRIZARD CO [ IOV TOHE « BEDL M A2 OGEOEAILEOBMA:

WHFIE IR D CO TIZHOWTDISE « B4

A O

M A (HEOBAITZEONE

(BEFH) AT 200F=v2752ANDT L,

< RNITEE OFTE T 2B OR bIEKR T 2 2 &




