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Determination of isotopic abundance of deuterium reagents ——Nuclear magnetic
resonance spectroscopy
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I_Vftl_t)lljl_”igqi H’]/JHU/E 1:7522 1:}1—‘3/&15/

1 SeE

ASCAFRE 1 AT A 2 2 BE R E T 12
ASCAFE R TR (AEE > 98%) AR R FRNE .

2 MetsIRAXH

TN AISCAE R P9 AR I SO R 5] A AR ST AR AN R D [ AR e v B A 51 SO,
A% B X N I RRCASIE F T A SO AN H I 5 S, HEoHioARs CBEEEITA Mg ecs) @R A
A

GB/T37750 2 [Flfor 38 B AT J2 = i iy 44 A

JYIT 0578 i ‘Ff8 BLH- AR 4 i% E%z/\%)&/)ﬂ‘zm R v )

JIF 1448 T Fik (e B P A 80 A2 R i 8t 1A S RV

3 RNIBFENX

NHUARE AN E SGE A

3.1
F2ZEE{IZE stable isotope

FILR P ARRERRA D RABSEEARWFM R, BREEARFI0PER e R M EM R, IR
VRN

[SkiE: GB/T37750, 3.1.12]
3.2

[BIfsiiZ=FEE isotope abundance

—Fhe RS RIRA Y, e R R R 80 o R R 512800 7 b, Dlatom% AROR,
H A NREE RIS RIC RS AR

[SkiE: GB/T37750, 3.1.13]
3.3

Mk deuterated reagent

E A AN SR T AL CHED) BURAE 2 B3R SR -
[SkiE: GB/T37750, 3.3.11]
3.4

SARICLE  deuterated sites

B WA R SA AT B AR TR T BURE LR T TARE AL A, R-De & T 5N bR IEAL 14
F2K-DeJ T2 AN TARCAL AL, A b B AR IE R I B AN ST i A7 a5
3.5
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REE sensitivity

{CHATINE 5 IR S, 18 W LAME M LL(SIN) R E IR .
[SkJF: JYIT 0578, 3.12]
3.6

REFFRIZHEY  Fully deuterium-labeled compound

BRI AEY A CH 5 D) R FEUML &5 T B R FIbsic e & 4.
3.7

MERDFRICILEY] deuterated sites

TRHA RS AEY A CH 5 D) R FEUME A5 T AR FIbsic e & 4.

4 [FIE

FERSIBEN T, —HRRIHREGEEE CHNMR) R TR S FE 5 st B2 U 40
FIET . REERE CHNMR) BRI A STUR F IR EUR T, & SR T HUTUR 7B
ARFE TR IE AL AL, FRERL AR C'H NMRD ST/ o SRR 40 24 S A dsid ik &
Yy (G WOK-Ds. HIZK-Dg. SB7K HIER —HER-3£-D,) FUTCBMARIR LS (1. H2K-Dg. LM#-De)
PIRR . ERIMHERSECT, R dricte aWiEE “ B 57 AEbric A0 a i &R 7 ECE Az R i A
TERZHE, tHRHRIRN Z I SRS S B AL 3 ebnic, B 5 & 7 #1721,
i B NEIE R AR U AR 2 B, STACEGR I AR BCR A bR il AT e e , i iy
BRA I 1R 5 B AR U T AR T B0 R JTUA kR P B TR 1 5 &, et A BTG R R A R
o

5 HFIFEM
5.1 MERIB: ALEEA/NT 99. 0%, ARAERE b BbRAEY) IR, RIBSEPR TAEFEEZE ARG, S MR

AFERAL

5.2 AN SEHRIZFEESR/NTF 99.0 atom%»D, RBSEFITEZEXRBRERFIE, SRMRERA S
F A3,

5.3 2 mlL4ELIHIEHR .

5.4 5 mmiZWEE .
6 NEFEE

6.1 REGEIREILEN: BA 400MHz = F S5RMNEIIM TR (FT-NWR) ; & (H) iEE
b E ISR EE KT 300,

6.2 DHERE: BREHN0.01 mg.

6.3 RIEIRAES -
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7 ZWPR

7.1 mEEHRCAEMEFRIIECH.

WIRFREL 10-25 mg WHRPIT (ARG EEZ Ltk Atk AL 1) 1 500-750 mg i AAbn
WHEDRARES T 2 mL RSO (5.3) H, %, IR 4 (6.3) IREW S EHZE] 5mm %
Wi (5.4) T, EmEEH, BAERHE 2 FAT.

7.2 mESTRCL S mAVECH

¥10 ~ 40 mg SR ARG L S WIEARE AT 0.6 mL SURIAR GRARIEFI RS WIS A hE
A3 T 2 mL BB (5.3) 1, miedkFGar (6.3) REWIZRHIZE] 5 mm ZHESE (5.4)
R, BTGS2 TAT.

XFFIRER ARG SRR b, 41 ZF2-DAN L IE-D, #50.6 mL # & ELF IS mm 145 (5.4)
L, EEEM, BEMEIE 2 T

7.3 EEZEEIRSIENS &G

a) IR T i

b) kit ff1: 90<

C) YR AEIR I [A]: 70s;

d) FHIRE: 32 1K

e) KA R 32K;

f) 5. -2-14 ppm;
7.4 (UEEROE

%R JIF 1448 FORLEN TH ORI AAHER. AL H e R G AT R
7.5  AZEAERBIE U

W PR RO RE S FEONAZ R SR IV A P AT I 5 o S TE TR 3 Bl 00 F) AR AR B A T
Bisg, 219, EBEHIIRBGE NS HEAMNE (7.3) , SMEATTIE 3 UOHEAEEE.

7.6 IZHEAFIRIKIE (IR IR

X AR AT (3 B AR . AR IE AL LR IE . SRR IS SRR 0 KIS M % A 3k
A1, WA XIS LIS A 3R AL 2, 23R 7 IR, R KMEAER/ME, FiE 5 RECTHY)
. WA ARG ARSI TH NMRIBE, S0 B S bric b SRR 'H
NMRi%E, Z L C.

8 HRITE

8.1 MEMFIEHAETEAR

SR C AL AP AN TR LA s RS R T T U A (D 5 B idesmh 24
bR s A 30 (O W B EEAMTR S A S R ALK R, f A (2 R PR AR F
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E,=Q WaNeM, 1, CXL00 wmesmemeriiniannnns (D
WXNX R'R
E. N,
E:Z( J J)(j—1,2,3 ’n) .................. (2)
2N,

A

E— Pl d RO KRR, R 5 5 734 (atom%D)

E—— BRSNS s R R R SR 2, IR T B 734 (atom%D)
WEsYI B R, AN TE () s

Wr

Nr—— PR i 5 B VAt I 1) S i1 K e

Me——W b5 1R R I, SRR AR IBE 2R (glmol)
lr—— P BRAD L 52 BT L1 H NMIR DT

Cr—— MBI I 2EE 5

w—— PR R, BRI (@) s

N FF S TR AT AERRICARES o B &R 7 3 s

M ——FF S AERR IR T3 R BE KR &, SRR s R EEZR (gimol)

| ——FF TR LS00 R TH NMIR U4 T

n— AL B AR

N AR AT st T T S

Ve STUBARICAL AN MR N HHEMSE RS MR A R AL WARIFIG MR N, THEAI S BB

B A 3R A2, HEOKPEGFEARFEMERES WS D % D. 1.
8.2 MEAREHAMITEAR

SRR AR C AL M AN TS ICAL R R R E TR LA (3) 5 TR bsicie &+ 2
MMdric LR A () WE RSN TS SRR ERE, BlaX () HEH-FHRM RS
J

IN,
E,=(- . )x100-wseeversenanes (3)

EVCEF

E—— T IRE RN TR LA R R R R, AN 7 71 7330 (atom%D)
| S TR T AL SR B2 TH NMR U TR

N b AR IE AL 6 B AR I IRZS N 0 U5 74

ly——FF S ARRR 1 S B AL X L TH NMR U T

Ny—F b AEFRIC 2 IR AL RO B SR TG
i RIS ETIR) NAINy THEAIRE RS Wk A 3R A3, AR IR — (2- T EE 4 3E) BE-DJAE G IF)
4
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A RELNERES M D hE D. 2.
SRR BN R UR — AL

9 RBEE

FE RN SRAT BT LI 52 45 R I 4 Z A I SR EE K 0.5%.
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IZﬁ%A

AR IJ H NNR EE5%

TACIRFN 2 BE TS e &9 (Wl HIK-Ds. FIR-D3. AR HR —HlE-25-Dy) AT EE
HARICALEY) (f: HHE-Dg. 4FF-Dg) WA, SRR S WM NIRRT TH NMRE B S35
WEAIMEA2; REHPRICHEDH NMRE BAHESHLRAS.

RA 1 MEARICH ST Mx A Nx FHRXESEHNESE RG]

EFFICIRET AR T AEFRIE
7 . o . ) | B e A
. R CAS SR EEE R | sl | RS TR ~
v o e /ppm W FRY
& M, (g/mol) JET 0 Ny
N,N- 2
1 TARE 865-49-6 119.38 CDCl,4 1 7.60-6.95 PG (fRIFR
“DMF”)
2 — S H-D, 1665-00-5 84.93 CD,Cl, 2 5.60-5.00 DMF
3 S H-Ds 3114-55-4 112.56 C¢DsCl 5 7.60-6.90 TR
4 W -Dy 7379-67-1 204.01 CeDsl 5 8.00-6.90 TR
5 RHE-Ds 4165-57-5 157.01 CsDsBr 5 7.60-6.70 TR E R
I SRR a2
6 Pif-Dg 666-52-4 58.08 C3Ds0 6 2.30-1.70 PR — F R R
DMF
7 Z-Ds 1076-43-3 78.11 CeDs 6 7.40-6.80 LR
HIIEAL e 3 2.40-1.80 |\ EIRPURES
8 F2:-Dg 2037-26-5 92.14 C;Dg
HEAI S 5 7.50-6.60 i
9 FE-D, 811-98-3 32.04 CD,0D 3 3.60-3.00 kR 5K, DMF
F3EAI S 3 1.50-0.90
10 Z.lE-Dg 1516-08-1 46.07 C,DsO kg
TWHEA7 S 2 | 4.00-3.30
11 #HK 7789-20-0 18.02 D,O 2 5.20-4.40 DMF
12 | —HETRK-Ds | 2206-27-1 78.13 C,De0S 6 2.80-2.20 kR
£ ] -
PY<Ukre-Dg 2,3 firfi: 4 2.10-1.50
13 | (1, 435 20 | 1693-74-9 72.11 C.DgO kg
Dy) 140145 4 3.90-3.30

FRA. 2 HEFE AR Mx £ Nx FHEXEZNESEZE RG]
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. - CAS JEE IR B i Mg (st %E%ﬁ&%%ﬁ U Shppm
(g/mol) FHE Ng
1 | NN-ZFERMZ | 68-12-2 73.10 C;3H;NO 6 3.20-2.50
2 KR 110-16-7 116.07 C4H40, 2 6.70-6.00
3 T HEEER 67-68-5 78.13 C,Hs0S 6 2.80-2.20
4 | XMEZHER_FHEE | 120-61-6 194.184 C1oH1004 6 4.20-3.60
5 | J\HHZEIRDURESE K | 556-67-2 296.62 CgH2404Si, 24 0.50-0.00
b

P BRI IR (1 38 5 R ARG DA R
OWFREOR AL . R VRS AR PEAS S B o AN AR 771 S 5

QW AR T T ARG

QYW AR S BN
R, B A AR

(OB R T RRC AL RORTHSRIN » A RATIER AN AARYI, 0 KGRI L 32 = FEAS I AN 3 B AT TR A

ORIRAE AR5 5
(5) AR5 A VA FHY AT B PO B 4 o B TR A i
(6) A B Jo 5 2 A F e 1 A5 48 000 F e T AR P 85 AR B R AR 1 100115

FEBRATTAE RIS DL T, AR T4 045
STARAN A A R AN By BB, W S T QA R B SO R SO i B A s AR 0

RA. 3 REPDFRICHATIA Nx F0 Ny HHXE SRS E R

lig N . AT 15
. 4R TRy o | B ppm |
5 N SR A
\/ Ny: 3 3.90-3.50
YRR | o 5 © S o
1 S O_!@ CeH7D305S Ai-D
e I Ny: 3 2.80-2.20
Br
o Ne: 9 1.40-0.80
2 AR S -Dg He P eo{ CiHigBrLN,0 HE-Dy
~N
” N oo, Ny: 2 3.95-2.40
OH
PR . Ne: 4 7.90-7.50 B
- ° O/C2\/°\/v QEFIEEE
3 2-THKE LK) ) PPN C20H26D406 Ds
fig-D, IS : Ny: 4 4.70-4.00
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RA.3  WEBSARICHEIBINHINYHEE S ESERA (50
7 e g5t 123 ARE TG XA e
i M T s X/ppm -
2 i | SRV
H H CDs
J Ny: 3 4.00-3.60
X IR R _
4 HO CgHsD303 P -De
@E'i'DS o)
Ny: 2 7.20-6.50
H H
p,c-° Ne: 3 4.00-3.60
5 T EER-Ds HO:©\<://O CgHsD303 N E-De
H Ny: 1 10.10-9.30
D D \
o Ne: 4 7.90-7.40
PARZHR T | o AR
6 C10HsD4O04
fiE-Ds © fX-De
o ° Ny: 6 4.20-3.30
—O0
Ne: 1 5.70-5.10
7 2D o P C;HsDO I
Ny: 2 4.20-3.00
0 Ne: 1 | 12.00-11.30
8 41R-D )J\ H C,H3DO, k
O Ny: 3 2.90-1.40
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Mi & B
(R

REAFRIC LS FIAFRII A 1H NMR 5 [E

S4i-D. & Fki-Dy AHA-Des K-Dev F/KKILAFRPIFANH NMRiE K IL15B.1~B 8.
© 3
— 7 o
3 =
< 3 @
A
S
e
o
— 3
S
e
<
e
S
S
D = [ee)
=BNE =
g3 & g
5 7 — @ |
I I Y B ,,,,,,,Mm“, M o
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
- Al ]
3 S & S
... ~ NN o
X : parts per Million : Proton
B. 1 &fA-D MMM AFRYIE N, N-— R EERELAZAY 'H NMR 1]
&F V\ | — o 8
E “ ‘V g
~ 3 ‘ ©
=3 ‘\ |
N4 l
E | |
o (_—
" )
E —
3 [ |
© 7 H‘ |
[am “\ |
E | W
< I |
o 3 ‘J“ |
§ E I ||
< N3 /‘\ -
EOE _ \\ / \\
éo% _ ~
3.2 3.1 3.0 2.9 2.8 2.7 2.6 25
3 3
> &
X : parts per Million : Proton

B.2 S{-D HMAAARAFR N, N-Z R EFREEAZAY 'H NMR 358 (N, N-Z FRELFREEBRAR & X S oK D
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(thousandths)

0

20.0 30.0

10.0

6.49

7.7 7.6 7.5 74 7.3 7.2 7.1 7.0 6.9

7.306 —

X : parts per Million : Proton

6.8

B.3 &/-D #EMMMAARIER N, N-ZFREFRBERZH H NMR 358 (15D B4 XA ED

abundance

02 03 04 05 06 07

0.1

-

600.00

[
©
2 S
J o d J‘\ |
R D | Y WY || AU B
9.‘0 8!0 7.‘0 6.‘0 5!0 4!0 3.‘0 2.‘0 1.‘0 6
A
2 X % R
wn N N

X : parts per Million 'Proton

B.4 Z&HIR-D. #HRAPIFRHIG N, N-ZFREFERAZHT H NR 1E[E]

10
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(thousandths)

o I s
Sh I =
1 ‘;
] |
| |
\
i \
.
=5 |
— | M‘
f |
| i
] i
: ||
| /“\
i - - /’/ \\‘
S \
\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\\\\\‘\\\\\
5.6 55 54 5.3 5.2 51 5.0 4.9 4.8 4.7
[a2)
Q
T Lo
X : parts per Million : Proton

B.5 ZEFKT-D AEMANAIFRIIF N, N-Z FRE B AZAY 'H NMR 1E[E (Z & ¥e-D. A XK ED

abundance

10 20 30 40 50 60 70

0

o
<
] ;fg
o
E I
|
LS J J
8[0 7‘.0 6‘.0 5‘.0 4[0 3[0 2[0 lIO 6
L i ]
< 8 3
o =}

X : parts per Million : Protol

B. 6 PAHE-D. HFAFRIF D RERR 'H NMR 5[E]

11



GB/T XXXXX—XXXX

0.04 0.07 01 013 0.16

abundance
0.01

] s
E 4
E o
E g
ET\ LI L B \N\J\‘\“\T\ L L L L B A ‘J\LJ\‘ L\J\L? T TTTT«\ LI B B
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
g 3
X : parts per Million : Protc')\n ~

[E]B. 7 F-D A RBAMMFRYIR ZFREIEMAY 'H NMR 5E

0 1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.010.011.012.013.014.0

abundance

E o
] S
| o
E! 3
s
] ﬁé 9
8
I A R I A A I I ARSI I A [ AR ARSI I A — |
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
o < <~
& 8 IS
e > <~ oo
X : parts per Million : Proton

& B. 8 T/KMFRIAFRYIE N, N-—FREFREEAZHY 'H NMR £ [E]

12
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M % C
(FERME)
MEA RIS ETRTRABTIAY H NMR 35

Xof FR 2R PR G -Dy IRAHEE S -Doy LR-D. ABZE IR —(2- T A 2 3E) FE-DyiH5"H NMRiE K]
LK Cc.1~C.7.

300.00

2.0

10

abundance
023

3.709
2463

X : parts per Million : Proton

ElC. 1 ¥R ARBEBL R B D. #ERANTARBFIE DAY 'H NMR 3

3i0 4‘0 SIO 6i0 7i0 BIO
S
200.00

210

abundance
0 1‘0
(S
r
:L
»

1075 — 2]

X : parts per Million : Proton

[EC.2 RAHFT D FEMANFTCIAFIFEZ-D. A9 H NVR 1Z[E

13
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0 010203040506070809101112131415

abundance

8
| o
J S
!
|
|
[
f
\
/
| B -
SV N
A R I B AL A I R N aAARAREREEE
30 29 28 27 26 25 24 23 22 21 20 19 18 1.7 16 15 14 13 1.2 11 10 09 08 0.7
il L
&3 S
NI S
X : parts per Million : Proton

C.3 RHHFT-DAEMAY 'H NR IEE (FAH BERHIKED

abundance

300.00

8 J
«©
[=)

- L

0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.010.0

120 110 100 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0

11.681
2131

X : parts per Million : Proton

C.4 ZEE-DBY 'H NMR iZ[E

14
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10.0 20.0 30.0 40.0 50.0 60.0 70.0

(thousandths)

0

300.00

X : parts per Million : Proton

& C.5 ZE-DAY 'H NMR i%E (FRH FHEBHKED

abundance

0.2 0.3 0.4 0.5 0.6

0.1

—
«©
o

400.00

)

AL

|

S

Bl

N
598.16

L

8.0

7691

S7.733 00—

<

X @ parts pel

7.0

illion : Proton

6.0

5.0

4.0

4.342

3.0

2.0

1.0 0

EC. 6 SPAXR_HEE— 2-TEEZE) BE-DAFERMFACAT —HEATW-DAI'H NMRIZE

15
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(thousandths)

o ]
=
O ]
8
o
o ] <
o]
[To I
[=3%
o
<
o ]
o]
o™ ]
o ]
o]
N
o ]
a4
= |
by J\
N
o — JJ\ JJL}A’L—A‘;
“““ R T e R
8.0 7.0 6.0 5.0 4.0
™ N
=3 3
. N~ N~ <t
X : parts per Million : Proton

C.7 SPXR_HEE— -TEEZE) B5-D.FEMAY H NMRIZEE (FRSBEBHAE)
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I?ﬁ%D

*in%lﬂﬁ%$&})ﬂl ERE

HAK, AR R Q- TH I CH) ME-DFfRFENMES R NED.L, £D.2.
=D 1 EKMHREMIRFEFENERTE
e ! 2 3 4 > 6
Wy 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
N, 2
M, 18.02
I 813 817 820 813 815 821
E/atom%D 99.66 99.66 99.66 99.66 99.66 99.66
1518 E/atom%D 99.7
FHXT AR HE IR 22 RSDI% 0.01
RD.2 SAER_HEE— -TERECHE) 5D MHEREINEEENETRTE
A
R ! 2 3 4 5 6
I 2.61 2.60 2.63 2.59 2.60 2.61
N, 4
ly 400.00 400.16 400.13 400.05 400.16 400.11
N, 4
E/atom%D 99.35 99.35 99.34 99.35 99.35 99.35
SE){E Elatom%D 99.4
FHXTHR 1 22 RSD/% 0.01

17



