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1.3.1 mlieRziX

1.3.2 rHrR-F: JE&EH 0.01 mg.

1.3.3 MBEIARPAEA: B 400MHz 55 m SR RS2 AR AL LRI (FT-NMR)
A CH) 1 o B 5 e LEAMIE T 300,
2 LTV

2.1 FEAER

2.1.1 GrARIETIAE i ) P ol

2.1.1.1 SR AR Ak S R i A T )

WUKFREL 10-25 mg A ARIE A 500-750 mg STARIRFIRE T 2 mL RSB EiT,
W, WERIRGERG S ERS] b mm REE T, S

R AR EERECH] . HERIFREL 15 mg CR5#5%] 0.01 mg) MINARYIE (DMF, filt
AR ERIR L AR IR — F A e R H R SR I — ) L 600 mg CFE i £ 0.01 mg)
NBR-De T 2 mL B S, IRIERGIRA G, % 5 mm R PR,

STARIR A A BORE B R (O S . FRER 15 mg AR5 5ok IR CRERAE 0.01 mg) « 4y
5L 10 mg~ 20 mg~ 50 mg. 100 mg. 200 mg. 500 mg. 650 mg (k&%) 0.01 mg) DMSO-Dg
T2 mL RS, MK EERL 0.6 mL, WIREHIRAG, HHAE 5 mm R T
Rl

P AR AN FVEURE AR A EC ). 2 X 5 mg. 10 mg. 15 mg. 20 mg. 40mg P F54)
KR CF5f##) 0.01 mg) 650 mg CHE#fi %] 0.01 mg) DMSO-Ds T 2 mL #£ s,
ANEKEIFL 0.6 mL, IRIEEHRAG, HBAE 5 mm ZREE P REI.
2.1.1.2 SR A> bR Ak & WORE & I

$10 ~ 40 mg S ARG SR ARE AT 0.6 mL SUREFIT 2 mL IRLBi i
t, WRIERG AR A SRR E] 5 mm EEE R, EH A

ST R bR iC L SR FES:, 1 ZR-DFI Z.FE-D, K0.6 mL #£ 5 ELE IS mm
R, &,

HEAH, BAFEMEIE 3 TAT.
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2.2 REEEARHTIIE
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2.2.1.1 Yh[a) 5t T [E] I

%k E BRI A RS LA SR B G, RA SRR ERSHERES
H, giR1A BAHRYE. G 2B K IR A B R e A, ARG H
W AR S R TR E B e L. SthTRAEIR N [A] D1 — i B ORI E S0 iR
SRS T 7 £%, {¢3% D1 B 1s. 1.17543s. 1.38163s. 1.62401s. 1.90891s. 2.24379s.
2.63742s. 3.1001s. 3.64395s. 4.2832s. 5.0346s. 5.91782s. 6.95597s. 8.17625s. 9.61061s.
11.229659s. 13.27834s. 15.60775s. 18.34581s. 21.5642s. 25.34719s. 29.79383s. 35.02054s.
41.16417s. 48.38556s. 56.87381s. 66.85114s. 78.57878s. 92.3638s. 108.56711s. 127.61296s.
150s F& 32 AIF ] 2 F T IR, PR R -De 1 5t AT Py AR4 5 36 25— FE R — FR R (¥ "H NMIR
W 1, WEEEINwEE 2 i, FH JEOL Delta # {44 “Nonlinear Inversion Recovery”
iRl T ki 3 .

IR F AR R S AR A, TR 4 FhE WL ARPIRR R T L2 1, i 13 Ff
AR T WK 2, W 13 M A s Al 3 AR TL 3 <10s, BRI,
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* 1 HERFRN M AN, FHRXESNESE R

E B VN
I JEE IR [ & NEE R LR
2T CAS b AR AL R4 X 38,/ ppm
= Mg (g/mol) T1/s
£ Ng
PN IR 5 T 43
N,N-—Fi 3
1 68-12-2 73.10 C3H;NO 6 3.20-2.50 734 6.58s #1560
Tk Jiiz
, EEFENT 5N 7.865
2 ki 110-16-7 116.07 C,H,0, 2 6.70-6.00 4.60
3 LR AR 67-68-5 78.13 C,He0S 6 2.80-2.20 5.34
A S TN
Hof A R
4 120-61-6 194.184 Ci1oH1004 6 4.20-3.60 3.44s
g
s ARFENT N 5.858
= 2 FMARIFIE M, F0 N, FHEXERNEE RS
FEbRDRE SARDL TR
i POK
F o CAS T XoF L f . HIdRET H HeEMEH
5 RIFE M, Xt RIS R / A T1/s BRI R
ppm
(g/mol) THE N,
. N,N-— F
1 TARE 865-49-6 119.38 CDCl;4 1 7.60-6.95 6.44 ,
FH B
N,N- = F 3
2 “HHE-D,  1665-00-5 84.93 CD,Cl, 2 5.60-5.00 7.41 ,
FH B
3 S 2E-Ds 3114-55-4 112.56 CeDsCl 5 7.60-6.90 7.45 TR
4 Wi-Ds 7379-67-1 204.01 CeDsl 5 8.00-6.90 8.15 TR
5 IRIE-Ds 4165-57-5 157.01 C¢DsBr 5 7.60-6.70 8.01 TSP AR,
LSRR R
F iR — R
6 Pi-Dg 666-52-4 58.08 C3Ds0 6 2.30-1.70 8.47 A
N,N-— F L F
Ji
7 -Dg 1076-43-3 78.11 CeDs 6 7.40-6.80 8.12 L IE AR
3L 5. 3 2.40-1.80 6.59 J\UF LR U
8 FH28-Dg 2037-26-5 92.14 C;Dg .
£zl
WHAr A 5 7.40-6.80 7.09
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EhRIE N, N-
9 H1i-Dy 811-98-3 32.04 CD;0D 3 3.60-3.00 7.24

R
FBLA7 A 3 1.50-0.90 5.42
1
Z.5-Dyg 1516-08-1 46.07 C,DO 7 HELfr o5 ki
0 4.00-3.30 5.00
2
1 N,N-— Fi 3
HK 7789-20-0 18.02 D,0 2 5.20-4.40 9.11 )
1 FH i
1 HIETR
2206-27-1 78.13 C,Ds0S 6 2.80-2.20 9.76 3K
2 -Dg
. VY& R -Dg 23fiM4: 4 2.10-1.50 7.65
(1, 458272 1693-74-9 72.11 C,DgO 3Rk
3 .
¥:-Dy) 14 f7&: 4 3.90-3.30 8.81

2.2.1.2 ik ik %

fikh A (i3 4T 30° « 45° . 60° A190° . BEERkrRAAMIE N, St E T 800,
AT LR, V2T ik 30kt A, (HAESMIRIEIRNS ] D1 24 70 s I, 30Tk
A S SRR 90k i — 2, i 4 FroR, SRR R 2 S AR I 32 2 R
FA *H NMR A AR A R sk B 1045 5, th T8 5 9mE85s, RLIR R 15 5 30 B i K1 90°
ik A

90°

60°

45°

30°

T T T T T T T T T T T T 1
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 0.5

45 4.0
f1 (ppm)

4 ARFEBKH AT HNMR 155 5850 b
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2.2.1.3 FARREAAL

TRFF A S AL, KRR ERN 1. 4. 16, 32, 64. 128, 256, FAHHIKEL
[¥) *H NMR it L WP 5 Fm, $ 48 80 P -De [ 17 2% 2F BE (K5 L3R 3, e ik
B T -De [F] 102 3 4 FE 3529 99.9 atom% D, & B 14 O A 25 SR IF 380 122 MR M5
I8 R B R I B ST, (R 2 R B S IR I [R], RS B R
32 K

/
7

64 J
|5

: |

| ] r3

T T T T T T T T T T T T T
90 85 80 75 70 65 60 55 S50 45 40 35 30 25 20 15 10 05 0.0 0.5
f1 (ppm)

5 AN FEH KRB TH NMR % E
K3 A UCEON PR -De R 2R 5 B 2

H#IRE 1 4 16 32 64 128 256
TR & FE E ] atom% D 99.9 99.9 99.9 99.9 99.9 99.9 99.9

2.2.1.4 RAEHE it

R HAD A SRR, KRR % B N 4k, 8k, 16k. 32k. 64k. 128k, fiF
4 P R KA B RO R -De [ A7 R F B2 9 99.9 atom% D, K R A E S mU0 Ml 45
RO B E RGN o LR AR R RO R I AT DS e T AR B0, Ik SR B o
ff, (RIS 2 RS R B 23 DML (8], £5-G 2% RS 0& AR R INC f [|) J5 16 4% 32K
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R A4 FREIEON T H-De [z 28 = 52 1

REBHE /K 4 16 32 64 128

TR 25 =/ atom% D 99.9 99.9 99.9 99.9 99.9

2.2.2 FEELTRARTR O S YA [ BURE B[R] A7 28 = B ) 52 0
TERRMAERSECN, [BE AR SRR R, 8 SR 7fRik7) DMSO-Ds A[F
WP B 22 A 2 IR, 3R 5 #ds BoR TURRIA R HURE & N DMSO-Dg R 7 3 F
FE¥74 99.9 atom% D, FEAFEFEEXT DMSO-De [FIA7 2 F AL IR G 2 25 520,
DMSO-Dg BUFE R VEHIZE 10 mg~600 mg 2 [A1IR&5 FE S A o PN BRI S F 06 1) 06 T A
A 047 4y 0 T AR PR LU ARLAE 100 £ 95 Bl ) DMSO-Dg [A)A 25 3= B2 H Il TG ¥ 35 52
% 5 A FEIHURE B DMSO-De [7 i % 2 FE 54

EURER/ mg 10 20 50 100 200 400 600
TR 2 =/ atom% D 99.9 99.9 99.9 99.9 99.9 99.9 99.9

2.2.3 FEELNARBTAS R BURE BN iU AR bR Ak & Y R AL 2R = B2 ) 52
TERALHIAL S S HT, 2 AR 7 DMSO-De f&, 81d 5038 AR R 2 K AN ]
R SRR 3 B IR, 3R 6 MU Bon AR A R EURE & F DMSO-Dg A7 % 3=
JE 14 99.9 atom% D, F IR [FIHUEEE 4T DMSO-D A & 3 5 (MR T B & 5 m, AR
Y5 Ey SR R BURE 2 Bl 7E 5 mg~40 mg 2 (A1 &5 SR S50 vHEAff
% 6 I HURE R DMSO-De [7fir 2 2 FE [ 52 1

EUEEE/ mg 5 10 15 20 40

S A 3R 2 B/ atom% D 99.9 99.9 99.9 99.9 99.9
2.2.4 FEASRIAL O [F) A7 28 = FE R 52
NS ECT, FH DMF [ AL i sl E A7 s T EE-D, (6 CIL ],
99.9 atom% D) ) IR, mi s R AL pi BT E B0 M, R 7, Gl AT P EE-Ds 1Y [
R F 7509 99.9 atom% D, MIR4EE R 5187 Fidr s (E W2/ T 0.2 atom% D. NMR
A LHERA Sk TR T AN R TR RO R 2R R AR, X — R 9 T R 2N
AL R B TARGRIR A R bR e 7 145 B IEOR S
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R T WEE-Dy AL ZR F B

FEME

R A WARY DMF (FREALE)  WARY DMF (BEEALER) | atom%% RSD/
[ atom% D [ atom% D D %
A7 A 99.9 99.9 99.9 99.9 99.9 99.9 99.9 0.01
FfE-D, FREENN 99.8 99.8 99.8 99.8 99.8 99.8 99.8 0.01
E /atom% D 99.9

2.2.5 FEEEANE N R BN AR PR ICAL B R 2R = FE 1R 52 0

ANMR P ARE I AR IR 30T 45 SR e 5 1 ie 5 2 R A EH . — AR A 4
MBI A ¥, EEEERI WY, NSRS S8 A A RS . bRt i
FIPM A B RAF, AF=AES, FIHA RN, Bk S N2 A bRt i3 57
WEHAE. TR R - H . DMF. XK AR, USRS SRER 4 mE N
WA, FEARALHI RS HCT, A 'H NMR ¥EX R EA-Ds (35 CIL A%, 99.9 atom% D)
AT MFNL R FEE IR (n=3, “FATHIEE 3 1) , MRS Rk 8 Fiox, AREWARY T
P HH-De [ A 2 =E P ME M 99.9 atom% D, 45 F R IHTEIAL A S 50T %2 W b
W $5) AT HHER I 72 A BH-De 1T RIS 25 3

28 [ PO AR R 0t 7 D 1730 25 (1 B

N ﬁi‘;g;@ DMF  MEEXFRZE  BE XS

ST EAL 2% =F FE/ atom% D 99.9 99.9 99.9 99.9 99.9

2.2.6 JRIBARFRICA B W) T 1R 5 S R P 5 5%
2.2.6.1 FE/K[FEAFEFEZLNE

16



3‘.0

812.00
812.93

20

1.0

0

abundance
O

<
X : parts per Million “Proton

6 FKFE AR DMF 1) 'H NMR 1% 5]

R 9 HKFE A R A2 N E R TE

ﬁ\iyﬁﬁ 1 2 3 4 5 6
WR 0.01984 0.01958 0.01979 0.01993 0.01955 0.01973
Ng 6
Mg 73.10
IR 4872 4848 4878 4848 4872 4848
Cr 0.995
Wy /g 0.72005 0.71629 0.71863 0.71476 0.71228 0.71911
Ny 2
My 18.02
Iy 813 817 820 813 815 821
E/atom%D 99.66 99.66 99.66 99.66 99.66 99.66
3448 Elatom%D 99.7
FXS bt fm 22 RSD/% 0.01

Sy HIFREL 15 mg CREAAE] 0.01 mg) 454 DMF. 0.65 g B /K T VB0FH i A i g 72 3% VR 5
i, B 0.6 mLIBE WM BIZHEE , “PATECH] 3 4y, ShIRIEIRm[A] 70 s. R E: 32
W 0Tk . BEHEIEIR IS ORI S R 9, HEKEES AR DMF 1) *H NMR
LK 6.

MHAREE RN 99.7, 5K (ARBD Fr~fd 99.8 atom% D, fwZ/NT 0.2 atom% D,

17



K2 E RSD /NT 0.1%, 3R BA 77V M1 B2 RIURS 25 5 R4
2.2.6.2 PIMiH-De [R17 2 =F BEI 2
TERMA AR ZE N AT WA, R DMF [ B R A7 5 Bl e 547 5 0 TN B -De 34T
SERT, F 10 MRERE) K (EE CIL A7, 99.9 atom% D) i —#, R
ORI 7795 S ok A s HERf 1 . TAT-De £ BEMIR{EN 99.9 atom% D Hir/R{H 99.9
atom% D —%{, RSD /T 0.1%, 3R A 72 HEff 5 FIRE 5 1 R4

% 10 Pili-Dg A1 DMF ) 'H NMR R #cdE i

NEA-Ds
5
F47 1 F47 2 FFS FF4 FAES F47 6
m /g 0.57434 0.56651 0.56834 0.56637 0.57752 0.56859
m /g 0.01905 0.01941 0.01955 0.01974 0.01943 0.01949
1 x(C) 33.21 26.3 26.2 27.1 29.7 24.6
wi(A) 99.07 99.86 100.15 98.17 98.99 99.44
| 1i:(B) 600
N (C) 6
N i (A 1
N s (B) 6
LL DMF AN AL AT (D) 1EANRSIR
N Bl-Dg
EREY 99.85 99.88 99.88 99.88 99.87 99.89
fatom®% D bl DMF BESURE 1 (A FEJ bR 2
99.85 99.88 99.88 99.87 99.87 99.89
FHE 99.9

2.2.6.3 W ZK-Dg [AIN K F R SR

1) KSR
R PAZHEE RS R — L 2R-Dg ARvfEfh (ARl 99.5 atom% D) i[RIz 3K F 47 8 Ik
PATIE, PRSI T 11,

18



R 11 [AALER R R E R & P

RS F%-Dg ST B i /atom% D SEISAE X | % RSD/%
S-1 99.54
S-2 99.57
S-3 99.55
S-4 99.59
S5 99.51 99.6 0.1
S-6 99.57
S-7 99.56
S-8 99.51

FhdE RSDAY 0.1%, U HIZ o Al € 77 2 BA B s IRRE 2 B2 . 45 S h99.6
atom% D 5HRiH{H99.5 atom% D f#/NT- 0.2 atom% D, KWL, R UER ] 5E
2) HIakga &
ANTE] E AT SR AR R [R)—ANFE R A 2R BEEAT e, s 41 T 12,
12 AR B IE ) H RS 2 e

RERHRS Fi2-Dg ST BB /atom% D SEHIE X 1 % RSD/%
B 99.6
R 99.6
A= 99.6 99.6 0.1
B I 99.6
IREEE 99.6

FHEE RSDA 0.1 %, @i — & (st A A i vE R AR, A ) S IRl 2
FREEBAMFE, AP FEIAEESFA G Sl N AR I 45 SRS AT 2 1 B 5
2.2.7 SRS AR LA B AN 7 v 18 3k

SEAR AR T 7 A A RARCR A HEAT TH NMR IR, 45 403 13 Fios. ARE -
T A ANE-Dyy WA-Dsy WUIK-Ds IRK-Ds. AlH-De #-De H K-Dgy HEE-Dgv L FEE-De
HK. ZHEEIR-De MY ZPKNE-Dg 4L 13 FRAGAF], ~FATHIFES £ (n =5) , MHALS
REEESIM L (CIL) WA R BbsnE 23 <0.2 atom% D, J/iEk % RSD

19



#)<0.1%, B BRUIERES ARG EE RYF, HOEEAE R
%13 SbRic A AE R AR AL EEE 5 TH NMR B AT T

2H CIL RFAIAF 'H NMR JUi 548

T leh T DA RSD/%
A WA Fr~fE/atom% D (n=5) iz °
NyN_:EFI%
ARG i 99.9 99.9 0 0.1
A R
NyN_:EFI%
— & HkE-D X 90.8 99.8 0 0.1
e R I
FAHK-Ds TR 99.5 99.5 0 0.1
i 2K-Ds TR 99.5 99.6 0.1 0.1
R 75-Ds THIELEAR 99.5 99.5 0 0.1
N,N-—
A -De EE%EF' 99.9 99.9 0 0.1
P iz
Z-Dg TR 99.6 99.6 0 0.1
NGEESNIPES
1 4Dy SRR 99.5 99.7 02 01
E=) o
N N,N-— F %t
HE-Dy EELEF' 99.9 99.9 0 0.1
P iz
L. JE-Dg LSRR 99.4 99.5 0.1 0.1
NyN_:Eﬁ%
HK . 99.9 99.9 0 0.1
FH G i
T HJE T AK-De LR IR 99.9 99.9 0 0.1
VU & BRI -Dag LSRR 99.5 99.6 0.1 0.1

2.2.8 IR bric A ST IR S HERR S 5

2.2.8.1 AR HER —HE8-Dy RN 2 F R % S

ERAIRZRESAE T, SR ARic ik A4 —HER —H8-D, (R THE 7)) i#
FRAL R FEEINR, A H NMR ST 800 (LK) , MR WG, ARG
H NMR % K8 AT A0 . 3REE AR RIAN R FERE, WAL 85 i
R1E 99.6 atom% D —34.

20



O——3.88

3.88

P 7 A28 — FR — W R -D, 2514 50

© 4
o
] /fx
1 O
] S
0 3 ©
O 1
<
O ]
] --—-——
E -
O 1

0.2
sl

0.1

Kl 8 4%k — HE — HFiE-D,s 'H NMR i &
1) FE% S5 e
K F ARG 0) R —HEAT 2K — W R — HE-Dy (MS JR{E 99.6 atom% D) ¥ [F 7 K F- /5
BEAT 8 UCHATIE, Py T3k 14,
14 AR IR W E-D, RS2 = BN E RS 2 R e

ERRE SRR {E/atom% D SEBE X/ % RSD/%
S-1 99.56
S-2 99.69
99.65 0.1
S-3 99.61
S-4 99.72

21



S5
S-6
S-7

S-8

99.74
99.66
99.69

99.51

KHEHE RSDAN 0.1%, ViEAZ e ik BB E IR EE . g H N 99.65
atom% D 5 MS Jli{E 99.6 atom% D #HZ% 0.0 atom% D, /NT1atom% D, % BH&5 R

ECIET®
2) JiiER L

ANFERAEN SR FHAZREIZ0 [F)— HERE 2 — R — Hi5-Ds (MSHlE99.6 atom% D)
IR 2R REBEAT 8 CPHATINE, Prfsddasl T3k 15.

R 15 [FALER 3 FEIE A DR 1

AR 1 AR 2
Wz &5/ atom% D W 5 45 5/ atom% D
S-1 99.61 99.66
S-2 99.65 99.75
S-3 99.60 99.74
S-4 99.66 99.55
S-5 99.54 99.72
S-6 99.76 99 62
S-7 99.63 99.72
S-8 99.69 99.56
HARTH (X 99.64 99.67
WEIRZE S 0.07 0.08
Ji% S 0.0049 0.0064
F=5!/s; 131
Fo.0s(7.7) 3.79
5_ |0 -18] +(n, -1)57 0.08
n +n,-2
el 0.75
s \n +n,
10.05,14) 2.365

TEREMIKF o= 0.05, X RAEARIATHEE G TGI8 . R AT, fE HHESN 7 1

22



UL Foos. 7= 3.79, toos14)= 2.3650 t << toosiay » F < Foose. 7y » JBRIRBCHGL, WA
BHEA REEESR.

3) HIAKE %

ANTE H AR R FIAZ G [ — AN i R = = B ATl e, PrfS8diE %113k 16.

16 SBIE IR — HIE-D, [RIA7 3K FE I 52 (9 H RDRS 2 R e

FER RS SRR {E/atom% D SEHIME X | % RSD/%
B 99.61
L 99.62
A= 9957 99.61 0.1
E Y 99.60
BT 99.63

RHHHE RSDAY 0.1 %, @ — 4 Ak 1 A s PR ERG E , il ot (T R) A2 3R
FEERATRE, I FEIABEFAT RN S R BT 525 VE 5
4) PAFRPAS[F] SR B R [ 2 S AR TN B 45 3 LR
FEDACHIRZRESRAT T, IR 0 AR T 10 /B 4 — F R — G -D 1HEAT R 22 2 FE DL,
PATING 8 Ik, 5 AR AT LU
R AT PARAN ) Ji B ARSI S5 AR R 3K = B B T B

NMR MS
W g &5 F/ atom% D WsE g5 R/ atom% D
S-1 99.63 99.77
S-2 99.57 99.57
S-3 99.54 99.61
S-4 99.62 99.81
S-5 99.66 99.63
S-6 99.78 99.66
S-7 99.74 99.59
S-8 99.66 99.72
R X 99.65 99.67
Wit 2 S 0.08 0.09
Ji# & 0.0064 0.0081
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F=82/s? 1.27
Foos(7,7) 3.79
5_ |0, -1)s! +(n, -1)s; 0.085
n+n,-2
e 0.47
5 \n+n,
t(0.05,14) 2.365

FERZE KT a=0.05, X3 17 (T8O SR i . AR A, f£HHEEN
5 MIEOLT Foose. 7= 3.79, too0s514)=2.365. t < toosiey» F < Foose. 7y » JARBHGL, N
WM 5 VB AN [F) R B A I T VAR R R RS R BB E R
2.2.8.2 AR T HR (2- TR IE 2IE) [iE-Dy AL 3 F R % FE S HEFE

PR HIR —(2- T 5 HE &) BE-Dafrl iz F 5 KoM 17, F£rhHys RSDA
0.1 %, i A ST ARG [F) A2 2% 3 B A DI AS 2 EERSD /N F-0.59% 1 243K, R ikl 4T .

«©
o

5

598.16

0.4 0.5

|
400.00

0.2 0.3
Ll i

0.1

abundance
261

L

{E‘E:Z

L

e

0
[
-
{

X : parts pe

P19 AR HIR — (2- T Sk 2 3E) T-DFf b BT 7] — F LT BR-Dgfy *H NMRIE

24



RAT SR THER —(2- T A HE 4HE) BE-Dy FE R R

Iy 261 2.60 2.63 2.59 2.60 2.61

Iy 400.00 400.16 400.13 400.05 400.16 400.11

E/atom%D 99.35 99.35 99.34 99.35 99.35 99.35
“F-15){& Elatom%D 99.4
FRAX bR 22 RSD/% 0.01

2.2.8.3 F GRS bR ic Ak & PRI T 12 1 3 i

LIE-D A ZH8-D ¥R B R ESIMLKE (CIL) , RIAf RN 99.5 atom% D, FIH
AFRHEMA i 22 35< 0.1 atom% D, EB 7 5k iR, 6 YRS %5 RSD #< 0.1%,
FHATUERIRE 2 B R AF o R AR UEXS IRAT R 2 -Do XS FRHEIR HI IR FHE-30-Dss 57 ==
2%-D3 %% 4 AR FRCIRAHEAT TH NMR 1 MS [FA2 K F I, % 18 A H NMR
A MS AR S5 ER FROAS B A AT R X L, 4 Bl IrObs 1 P b 40 5 8 At i A 3K
MRS B B EHT R, fWZE14< 0.4 atom% D, HiHEET 3 RSD 149<0.1%,
RE—3GAE B T 775 AR 1 S i

% 18 A FRICALE Y TH NMR Fil MS [F47 Z £ IR,

RIRAR NMR (6 “F4T) MS (6 “F4T) Wz
AR IC AR 5T /:tiriifl) RSD /% /Ijij RSD /%  atom% D

IRATRF P -Dy 98.1 0.1 98.3 0.2 0.2

Xf F2FE IR FH R R - 52Dy 99.8 0.1 100.0 0.1 0.2
S F 2T G -Ds 99.9 0.1 99.9 0.1 0

R = %-Ds 99.6 0.1 100.0 0.1 0.4
Z.-D 99.4 0.1 - ; )
LE-D 99.4 0.1 - - .
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3 J5iERE

MRIEAFAEER, ARk B N RO 28 R B R . A R N A 28 2 B 22 5 SRR F R AR S HUsAT T 90, SEIR IR UERE
i AR PR AE RS R AL SR AL, IR IERE T R R AR LTI O AL . BT, AR ILSA B 0 2R I E S AL,
fi B A AR [ o A ARSI E B VR TR, GB-1 ~GB-6HIFE i Fi il =, 707l A FH400 MHZAT 600 MHz P & AN [R5 4 A% i S Ak g
WAHEAT A AL N, A5 R WK 19F1% 20, R P HERE Lok % BERSD < 0.02%, i e S A A7 [7) 67 26 =F B2 I ARG % BERSD /M T
0.5% IR, RUIZITVEAAT. B AR A A 28 32 R 25 34< 0.1atom%D, & WA 75 1253& Fil - T-400 MHz &% 36 DL AR (A it S L3R
WA o B0 A 7E 5 ST IRAF I O SZ U 5 25 S 5 R R A IR SR — B0 W R AR R . BIZNERR E W R

F 19 LRI EE (i 75 ASCEND NEO 400 #8 5 % HEILHR B i 40

SR B AR e AR MALRFE (atom¥D) T " | RSD
AR PATHIRE— SPATHIRE atom%D | /%
— BT RL-Dg GB-1 99.90 | 99.90 | 99.90 | 99.90 | 99.90 | 99.90 99.9 0
LR R
GB-2 99.76 | 99.76 | 99.75 | 99.76 | 99.75 | 99.75 99.8 0.01
PI-D: GB-3 NN-= 99.79 | 99.79 | 99.79 | 99.82 | 99.82 | 99.82 99.8 0.02
SRR T o iz . ‘ . . . . ) )
WEH Eﬁ 99.68 99.68 99.68 99.68 99.68 99.69 99.7 0.01
\ VAR
- 2 JANGEEZ 32N
H17x-Ds GB-4 E % I EE 99.69 | 99.69 | 99.69 | 99.69 | 99.69 | 99.69 99.7 0
\ VAR
SE5 © 99.69 | 99.69 | 99.69 | 99.69 | 99.69 | 99.69 99.7 0
T it F 2R Tk P G -Ds GB-5 “4i-D 99.81 | 99.81 | 99.80 | 99.82 | 99.82 | 99.85 99.8 0.02
JI\HE R
N A — IR (- T 4 e
=L GB-6 99.30 | 99.30 | 99.31 | 99.30 | 99.30 | 99.29 99.3 0.01
£.3%) 1i5-Dy WEAN-Dg
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%20 GHRICBE (i ASCEND 600 i S 4% 1 345 s 40

AR PATHIRE— PATHIRE— atom%D | /%
— FH L BR-Dg GB-1 99.89 | 99.92 99.89 99.89 | 99.89 99.88 99.9 0.01
R
GB-2 99.79 | 99.84 99.80 99.79 | 99.78 99.78 99.8 0.02
PIR-Ds GB-3 NN-= 99.80 | 99.80 99.80 99.81 | 99.81 99.81 99.8 0.01
MEBEAIRC i ik ' : : : - : . .
WEY E% 99.69 99.69 99.69 99.69 99.69 99.69 99.7 0
\ VAR
. i JANGEE- 37N
H12R-Dg GB-4 E % DR 99.69 | 99.69 99.69 99.69 | 99.70 99.69 99.7 0
\ VAR
S © 99.69 | 99.69 99.69 99.69 | 99.69 99.69 99.7 0
JEN o R SR T 5 Y fi-Ds GB-5 Si-D 99.89 | 99.91 99.90 99.90 | 99.91 99.91 99.9 0.01
e T i
e GB-6 99.32 | 99.32 99.29 99.31 | 99.32 99.29 99.3 0.01
£.3%) Bi5-Dy WA -Dg

TE: a SRR BN EPINL; b SRR ENEUR)E L ¢ B2 RBTAURAT IR R
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4 B SR

A A R 2 ) SRR AT B R N 7 it A AL R R [ i A T 3 e A ) K
AT SARER S, @R EORIE 1 B RACR T S R B R, RERS I A Al
BRI B . AbRAERIHIE . RAT S0, R e M TR ENRE T, BB
I B4 2 BT R

(M) KA Eb M E SNt ERREE, LEASERR. BAFE
RPN LB, SRR E MR FEVLRHE B E Xt
AT

St SIS R (CIL) WA R AR A FETACAFEAT tH NMR MK, 45 %0
TRIR. MARAEN . —AFbi-Dy. W HE-Ds. MZE-Ds. MH-Ds. HHd-De. #-Dp. HI A
-Dg. HEE-Dyv LEE-Den H/K. ZHEETN-D VIS FKNE-Dg. ZEE-D. ZFR-D 3t 13 Fh
AR, PATHIFES 43 (n=5) , WAL R SRESIMLR= (CIL) WHIAR) s
INERZE ) <0.2 atom% D, FiEFEHE RSD ¥<<0.1%, #3353 W 7 VMR AUk 25
RAF, Ho5du@ A RIT.

STARACARAN A R AR BE RO HOR 5 TH NMR USR8 3EAT

%£HE CIL RAIAH "H NMR JUE

ARAFIES T D RSD/%
o B PRI Fr~{E/atom% D (n=5) 22 0
N,N- 2%
STARE X 99.9 99.9 0 0.1
TR i iz
N,N- 2%
S HEE-D X 90.8 99.8 0 0.1
A i 2
FAA-Ds T HIFEHA 99.5 99.5 0 0.1
i 4-Ds T HETR 99.5 99.6 0.1 0.1
IR Z-Ds T HIFEHA 99.5 99.5 0 0.1
N,N-— F 3t
PilH-De ’ EE i 99.9 99.9 0 0.1
[
2-Ds — LA 99.6 99.6 0 0.1
FEIAPURE
i %-Dg /\qa:fmj‘ 99.5 99.7 0.2 0.1
Ak

FHE-Dy N,N-— Fi B H 99.9 99.9 0 0.1

28



W frie

L 1-De ok 99.4 99.5 0.1 0.1
HK MEQQ% 99.9 99.9 0 0.1
- HER T AR-De kR 99.9 99.9 0 0.1
VU & kR -Dg ok 99.5 99.6 0.1 0.1
2D - 99.5 99.4 0.1 0.1
Z.%-D - 99.5 99.4 0.1 0.1

(I) 5HERMIATER. EHMNES] M E SRR R R

HEREARMIUTIER. ERARR, R IUTIRERS H .

(F3) B R B LR A B R4 5

x

(6) B S pRAEAE 5 i 4 B 5 b v B 2 ] XA A O R

SV HERE VAR T AT S it

O\ BT FARHERI ZSR A5 2 W

pw

(JL) RIEBATA RAFHERIE X

g
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