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A survey on quantitative analysis of organic compounds
by Nuclear Magnetic Resonance (NMR) spectroscopy

Naoki SAITO

Abstract

Nuclear Magnetic Resonance (NMR) spectroscopy is known as a powerful analytical technique, which is used
to determine the structure of small and macro organic compounds. In recent years, 'H NMR is being recog-
nized more and more as a quantitative analytical method, which is based on the principle where the area under
a "H NMR signal peak in solution state is proportional to the number of nuclei contributing to the peak. In this
report, the basic concepts, developmental history and current state of the quantitative 'H NMR (QNMR) meth-
od are described. Furthermore, future prospect of the gNMR method is presented.

1. LI 1950 4EAH 5 3 & L CEMIC M E 2 E5ME L (Signal
to Noise ratio; SN It) M EIZETENTEBEREFH-

R72L0H5OR N LB ERLEMILEMLFLE TWwb,
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Fv o, AR, FEERSTAHALCE2EHEELE BFRLEWOMBENZEICHATE 2RO, 207
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FIFSNA. 1 MHELTIE, NMRE®EDOWHA KA
WAL ERAEFHAL C\W/iz720, NMR 28357
DO NG o7 HThAH. 2B E LT, B0
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DOFFEFIZIANT C NMR RO S BISAEA, 58T) e % &
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WAL D RTEE—FICGREL, BillshsEs
77— I TCARY b VERET ST (Pulse
Fourier Transform method; 7SV A FT )7 2555 L 7-.
HEEEERE A & 7OV A FT % FIf L7z NMR & (FT-NMR
) TlE, SNEOBEWANRY L2 ERETHEONE
£k oebD®, —FTNMREEEIZET 5 HE4
GERIC & o CTERKEIZHS S &\ ) #i 7 fbErBin
7z, COREIZOWTIE, NMREOEL 2EE V5%
BOWTHBWICHER SN D Z L1347 <, FT-NMR i
R EAEE R BRI NA Z ST L CEER 2 RR
MHHI->TW Z07z0, '"Hig% d.i k45 FI-NMR
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2. FT-NMREDFRE EFEFTNDEA
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55 OWREE & LB OBEBOBMGRERL, Ok
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HMEHELEO—TETh A ERE, 510, EREo
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Sz,
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+3/2, ) TEMEN Y. BoIHLBENEEE, NMR
LB OB DR TIRRIGMREE B ICBIL, 2o
BRIIRATHZ5N5.
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7ERERYT. RUIRLAZE) IS  HED RS &
ErfFEoZ LrmonTnsg,
—SEMEOMETICB VT, {LEWE KT AR UE
HOBEE B HE) CEHTLE, Z0EYO
WIFBEESMA LA 2LFNRE (BRelkofdf) o
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BB L HORBEE L y BEMLLLTLE, UL
B TH o THRETRED#ET NMR AT ML
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BAINTWE.
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®1 NMR % B e 7% R 2 475

SEUAL O EBE AL A 0 LM R MR RARFEAE L % e U CEh L H A 3 2 MM TR L7z

g Arr B Bl ey 19 dEmg AW (MHz)®Y  RRMEEL 9 7
B8 (X104rad- st- T1) (4 a0 855 Bo=9.4 T) (%) K E 9
1H 1/2 26.753 400.0 99.98 1
2H 1 4.107 61.4 0.015 1.45X10°6
13C 1/2 6.728 100.6 1.11 1.76 X104
14N 1 1.934 28.9 99.63 1.01 X103
15N 1/2 -2.712 40.5 0.37 3.85X10°6
170 5/2 -3.628 54.2 0.037 1.08 X103
19F 1/2 25.179 376.3 100 0.83
2981 1/2 -5.319 79.5 4.7 3.69X 104
31p 1/2 10.840 161.9 100 6.63X102
C I T, v 13 EHE L T DALE WSRO O LG JE P B EESOEmEHE
(BAL :Hz) THY,'HNMRETIETFFIAFLY T
> (TMS; Si(CHy),) DR DIES % #H# (0 ppm)
LT 5. ARZ MVOREEILFES 7 P TRT I LI
L oT, BEHENRL > THFE UILEW TIZRBED X
N7 INVERY, ALEYO 'HEOE 5138542 0 ppm ~ /
10 ppm OFEFH TEHI & N 5. \_/“ i P R (Hz)

2.2 FT-NMREDFE & EHEA

B IC BT 2LEMOKITHT L, O3 FE I
MBT2T TR/ SVAR BIZIEusF—5—) T
W95 &, WOV ARGFERt O# o0 2 fF5ICHS S
HREBEKHPECLET Ay —FICHRE ST 2 L&
TE2Y (M. ZONRVAKROT VW SV AYdD
BZVITHIZOVR) B2 EE,S, BCPHREEA
o T RO @R THE S b BHFZHE (Free
Induction Decay; FID) 5% 7 —1) T &3 52L& T
NMR AX27 PG5 N 4. FILNMRETIE, 1: 78
VAR X 5 R OEE, 2: FID 5 0%fE, 3:
WD A TOFLIEL (MR LEEHER) %1
YA NELT, FroBRELERRMIAT) I LATTHE
TH, CWiExFIH L7 NMR FIZHE L TSN A
KIS ELZARS PV 2 HRRCHETE S L)1
oz,

=71, BT 2700 2R EMOETBIH S NS
HPH O A FBINAIIFIES 5 2 EHTET, ThaBz
TARE L FEER S DR LT LE)RELHL. 2D
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Hogwm 550 Bl EE
B1 7SV AREIZ L - Tk SN 2 LB OFEF D JF
WEGEHPE . F) 137V RIS L 729 V4D
B TH 5.

£ RETICHRT AEFIE, /A XELTAXRY b
Lz RENTHRIBENL 720, (LEMDOEF~EH

L, SNEDOETZ#EL. £2 T, FNMREE T,
ILEMOESVBIH SN A FHEZ BRI L7 VS %
FIH LT, AEZBERBSGHROESTZERET 2Tk
NEINTV5S,

FT-NMR 28 O AR 2RI % X 2 12RT. FI-
NMR £ #&1x, HEOHHMEZITI I Ea—%, EZE
SNBEF MY D 50Er, BIZERA O 3EHEO L
Zy FTEIEBREINSL. NMR#EIZ, T3, OOk
FHIEm L7y a—FicBwivaABEo7a 7
TANHFESN, @TOT 0T T 2o THNEI D%
EERIC & D, WIE T 2 BUBHEIIC 7OV A ARG S
5. I, @FOFEHE D S S 7z FID F5 14,
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@ AEDRES

2 FTNMREEOZEARZHERX . 70— 71X NMREEIZB W CRILZRORE ZH 5 .

T 7z, BRI E

57 27— Ui, WO OBREIREZ MRS 2 200N T AL, ZOEREREIZ 520D EKER)

FTEINTNE.

ZRBICIVZESK, 7Fur/ TV NVAN=F
WKLY TFTVINEFTAERSINL, ZLTC, OZOFY
IIWVERIZ, arPa—y~EEIN Gar¥a—%
LET7 ) T EWEINTNMR A7 VSRS
ZotE O~@%#ky, v42bLEAETHI LT,
®THSNSE NMR A7 b Lo SN A+ 5. 7%
B, @THIMEN/FIDEFIE, /A4 XLz w
IVICHBERICT) 7T AL VMRS, ok
REREHEBBESHROEEN T4 VI 2L Y RFE SN
5.

2.3 {EBHE L HEROMEHDREER

A Y U RDBTIREICH 556, BATE— A b
uDHEFE LCZAm (NMREOE S HM) 1I2IEA
72RO P f b M, & A2 90° 722 5 XY P -
BT (FEEAEIZ 90° SV R A RS 2) = &, FID
EH 2 IR KIMECHRINT 2 Z LA REE 2 5. JRIBBLIC
90° 7V A Z ST L CA O MR LIF LI T, 20 Z Bl
MO M, 1, KX TR SN,

M. (T./T I

__§M§41:1_eﬂ

2T, TV IERIEHOMBEMRER 2R, T IEE Lo
THOFR CAEEOERTH, EREOENIC L > TR
AHZEDBMSENTWS. 90° 7V A THIER ZFhke L
72354, NMR A7 MVIZBIT 55 OMFEHRE S 13,
4) XEHCTUTOLI 2B,

(4)
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S=kNc(1—e¢T) )

ZZT, FIRIRRETIABBROMEIRDLER N
FEFICHS T HEEEOREE, o (TEBEROEVE
FExFNEIRT. 5 THORBEFF >R EV T,
WKRLT TOTOFEGTFTTCRETo®BEHIzBWT
l-eT=1k422Em5, (5) REVKANPELNS.

S=kNc ©)
COT>T D&M Emff) TIZBWwTik, NMR 2
N7 MBI AEFOERMEL, LEZomBICIt
BIL CRE SNZHE 2R

2.4 AFHEE;
HALEWIIBNT, 2R LBEICH D CHEEO
WEOREFOMAERE S, S, 0liE, 6) X2545TF
MIZB 2 LB OB N, N, OlbE LTEE .
S _kNe N
S;  kN:x N»
Bl z21E, =% —) (CH,CH,OH) ® 'HNMR A7~
FVIZBWT, AF IV («CHy) O 3D 7% HAE &,
AF LIk (CHy) @ 2O Mh% HEICERT S &
M DESOHBRERIE (7) XA 5 HEOMEL
ERU3:28%5. ZoERIE, LFY 7 FolERE
PR TR I BV CEE R RE T /2L T 5.
COZEEMMTAE, LEMEE L CEELZAKS
FTAEWI BT, T EKIRHEICHRT 2 KE70

(7)
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BEEIE (NMR) 7

IR £ 2 BERALEW O R HTEIZ BT 5

AT TR

E&% DS EAE 2 ERICFFMT A LA TE

B TALEMOELSED LV s TEIE, TOWHE
%&Eﬁ”é%ﬂf%%tb,NMR&imﬁ%%%%
2B S TFHEREE LTUACHH SR THEY™,

2.5 SAFHEEEZE
2.5.1 MEEXK

BROALEW D EM S 5 HEHERIC BT, LAY
THRIG L 2 1uE, #5175 NMR A7 M VigEILE
WONMR AT MvaxEbE/zb0L b, Lizho
T, BEPELRY)GLRTIUE, BHOLEYOREE
WIZBWTYH, F5OMEMREZ M IZFHT 5 2 & A8
TZ%. Thbb, 2HEILEWX LILEWS 2iRE
L7z BHAR A S5 A NMR A2 M VIiZB W,
FALEW R T B E 5 OEEEEE, (6) & Dkt

THEL.
Sx _ k Nx ex
Ss &k Ns c¢s
INEALEW X DR ox TEET L L, KRAERD.
Sx Ng
= Ss NX 8
EH51T, WY o -HBOEE my, ms, 7FE
Mx, Mg, ;ﬁ@ﬁ{ﬂx, ps, ﬁ*"'(g(ﬁ@{jg*E Vx, Vs %)ﬂ‘/‘f
C"QS

H3C /CH3
o +HiC”

3

IrTzTaviR

LEWX ELEWS DR ¢x, s ZZNLTNET &,

ex=BEL =Ry, ARBHEILC BV T
V=Vs THobD5H, KAIHELNG.
Sx Ns ms Mx

PXT S Ny mx M P8 ©
oL i, ALEWX R UMEEY SOMESH S 2 TH Y
D NMR A7 MUIZBWTREFICES T 5 KB
JREATETCWIL, FESICHST 2 LEHOMED
GBI, WEHEOHRBEEIEMEIICRE T2 2 L
WTED. Thbh, EEMZYEEORKEEL 1L
EWTIT) SENTREL 2D, oL &, KIBEORE
FROEMELE U CTEEICMZ 21LEW S & PIZ Y
BEWD, 20X BFETILEMX 2 ERT 5Tk
% PR L IR (X3).

WWEH@W@&LTM,W@&%EE%%W%%X

OEBEAEHE IV S 23, BlELRERY
%ﬁt%?wﬁﬁ%ﬁ%ﬂ% 7oL, NEERHEMRL & oxt
FALE W X DS L2 &, NEEIE B O 125 A5k
SALEM X DEFICEL LR VWI EREHRELTWVS
72w, B NREHEY) B O FESE % Y IR E B L EAS
Z})%w 21>‘

2.5.2 4SMB#E

IR L2891, WEDRELR D 2 BEOFEE

n

1,4-BTMSB-d,

T T T T T T T T T
8.0 75 70 6.5 6.0 55 5.0 45 4.0

T T T T T T T T
3.5 3.0 25 20 15 1.0 0.5 0.0

1EZS Tk (ppm)

NEEED TR SNA'HNMR A2 Mb. i (BmAD) & LTSNS HRILEM TH LT b 7Ty s

AL PUENEMIE & LTIl 72 1,4-BTMSB-d, (1,4-bis(trimethylsilyl)benzene-d,) % E 7 t b ¥ 2V & & 72508

=3
B HIERRE R L7z 1,4-BIMSB4, ® HEOME
%a~n@ﬂﬁ@%%%i%?%:tﬁf%6
FEASHFEHEARER T Vol.9, No.1 121

BFEARERELLTC 7oy uy s AT

20144£ 3 A



SRR SN M —ERAE 2 W, WEICIE gL
T2LEW S oREER A, YV ICIIHRIEED X
ORBEREZINZ T NMRAIZEZITH 2 LT, M LE
WX & EET 5L fMEEL LIRS ZoRs, W
BERRNT LI, ZLEWOFEEB OB 2 ERE L
ZIFUI R oz, 8) XL Y KRAPEG 265,

_ S Ns ms Mx Vx
Px_ Ss Nx mx Ms VSPS UO)

SRR ORI E L TiE, ONFIbamX & kil
T2ILEW S OO SR EREDECELEET S
Vo728, LT LILEW S 2B TV,
O ZAEMX DA ZEIR LR T VEIFIT NS,
—J, RELLTIE, B8 GET2{LEWHTE
Bx24T) 720, NMREVEICET 2 KRB ROER 2
FREERHIEL 2SR SR WELND ), NEEEICIT
NCEWERRELZEHT 2 2 L0 L.

2.5.3 BRIESH

EREEFORLMZ FID E5 %2 005 & 0 35k &
&, MEALEW X O FID B85 L RIS T 5 2 & T,
BUOGEFORSEXLEL L THRILAEYX 2 EE
% 7 @ — 212, ERETIC (Electronic REference To
access In vivo Concentrations) %7%% 4. ERETIC #:
X, cNMR DO 2R T L LTHw T
5.

ERETIC 0 f5 %% (ERETIC f5%5) %3k & LCH
WA 7201213, B 5 COBAMREDLEY S OFEHE
#xMWT, ERETICIE5OKIEZIT) LENH L. =
DEE, FEET D ERETICE SOl ¢p 123 L, 1%
51 % ERETIC f5 5 O WIAEMEE Sp 13k & W RIES
5.

_ Sk ce

Ns ¢s

S EALEW X OFENE 2 W E T BB,

Sk (11)

ZITHH

E#h = EEME D KImE

OEELT ZLEMSHEMBR
(RE)

OHERILEYXDEMER
()

4 HUFHEFETAH SN FE " ERHE .
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T TR L

»LOKIE S N7 ERETIC ES = FIl3 5 2 LT, &
GALEW X DEIVIEEE ox x KA X DT 5 2 & 5T
&5.
_Sx
Sk’ Nx
ZIT, S IR RALA X OFEHATE & E L 2B
@ ERETIC 155 O MifBHE %7~ 3. ERETIC :0F) s &
LT, 252 Tili_7AMEREOF HIZIMAZ, ERETIC
5% NMR A2 MV EDEEDILEY 7 MIFAT
5720, WNREEMXITEbETRELTLLEWS
FRAEDLEN L VENETONS. &512, ERETIC 2
FORIEIFMERIILT L 1T LRI R0, Bl
MO E R ENETH S, —J, K& LTI,
ERETIC &5 ORI Sy & HIET 5 B2l o 72 25
LT bEm S oFEBEmRE, FRILEYM X OFREHE
WA R 2720, [ U4 Tl % 17> T b ERETIC
155 O S OTHEDSAT 5% H (Sp=S) »°
BFohs.

12)

[5'¢

3. AEgEE%E AV AR R

aNMR 13, 55 O T i A3 LR O B 502t
THILLEHEDWIEEFETHY, FTHICBITLE
FOEEMEL DS T8 5 LAY OEE EE ORI
B BT HEICB A5 5 O RE L 5 13 ESED
Rl AATO CEHTRETH D Z & & 2FE T,

LA L, qNMR % Y E OB T & O AT 72 58
wFEE L TEMETL20121F, 251 THRRRD
BWIEE A BT EHLNEEL Y S S ICEELT A0
B otz ZOBERHMOMILO-0I1Z, g TT
ONTELWMYMAIZONT, RDEMAIEATNS
'H NMR EICHEEE S TTRAT . BARIZIE, RE
DBIEFIRIZIG - T, OFBAE, OA~7 PVilllz
@AY MV ONEIZBERT WL, Z0%, @AY
FVEERTIZB VT, [LEWOESICAMPAERL T
B EDTRIBENBEIZBT O O 5O
MEHZDOWTHER S, &I, O~@IZBI 14 i
B xRN ERM S % 7201 EA SN -@OAHED & FHIi 1
DWTIRRD .

3.1 EMBREEOEEL

H+4% 5 mm @ NMR % % v T NMR#I5E 2179 354,
— R A L 05 mL ~08 mL Tdh 5. IES
DOBBEIES (NMEND ) A7 RPBREAR) Z2EAD &,
VB IS E R AREREZ R Z L I3RS F
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L< v, 2oL, 'HNMRMETIE, #5048
HEOESEZKET A EE2HME LT, HSifiz
FRFLBEEZ FVA720, BHEMICOIFE L 2w,
L7=hoC, T A2EEEL VER/NRIZHD, =
WZADLEZZHBEZE) ZENLEE L. 2O H
NMR MBI L FE e — itk 72 ) OFF & T mg & &
B0, WERGHAEEREICC L IETH I EAERK
FER ISR R Tdp 52

I G T OAMEI S LTI % BEY HIEL T2
&, U ) BICUERENBTEIMAER S NS 20
D7 LB IFERDY0.001 mg DRPADRD LS.
CorkE FAEERFTAOD &) EIICEEZIRE TR
BEMALBERRPRHETH L7720, Ho5h»LoEE
) W 72 BB 2 A COr )L, WED
ZLFIEOREAEEZRD L HEORHIEEINS.
COFETIE, HWEZIEH Y D BEOAHED S OHixHil
DORESH, BEBEOAHEISIIEFETTL. Thbb,
HHLFABELXO L HOERT D, HEORWIEEZ HH T
LELEVESEHHNTIGERIIERTS L, BE
DFHNEAH Y B2 R RO SHBKRT 2%, L7z
HoT, WMELRHEBEEICVLIETA20IE, R
BEBEMLZ V0L )BETELIERLHED, LB oM
BWHEZROMELTRET LI LVEETH L.

S50, AT EHICO L O®|T L0101, LEW
DATENED B T LR O F T OWT b Bl
TRUENDH L. 070, EEFMR AR
## A+t ~ ¥ — (National Metrology Institute of Japan;
NMI)) CEAFEERLIREDI T LA IOV T,
iR 2 IR B 2 AR L 22T v N —FEDB
BT CHRERO L ) BBEXITZLRELEML Vv
5.

3.2 ZANY MVAIEZRHEOEEIL
3.2.1 JNIVRRIC & B2 HBR OGS

T5E S 2 BENAIIC KT LTV A0k % B3 B SR
Mpl LT, ABBOBEs=EzH L. FI-NMR % T
X, IRV RS TR T o5 — IR T E %
A, 2OV AW OREACE (B H.G) 205 M AT HE
NDIZHE > CTHEHOBREMENMET TS (K1), 2
OBHRIIF 7LV F v AR LTINS 75, 'H NMR #:
T, {LEWOE5HEIM S 2 #iBHAE42 0 ppm ~
10ppm TH S 720, TOFBIKRE LV ETERESN
THH®, BB 2125 ppm ICEE S NS, L
L, S0BELEE/HRETHL O, £ 7LV F
2R A FEE LT NMR A7 bV BRI % 5

XA RT R ME MRS Vol.9, No.1

PNIHET A EHEETH L. BARMIZIE, HRIbE
YoEE L WD EORFEF ORI Bl h.O & RES
LT ENETE L. WRILEMOEROE T % EmICH
WAEEE, NELEMORE L NEEREOES D)
b, wbHENETE O PRI B O AR ET S
BREDTRET) ZEHNEF L\,
3.22 FyKEAL

FINMR ZETlt, 7SV A) % BE%, FIDES%
ZET 5 F TOMIEZERIEEOY) Y B 2\ UFE 2
(Tv K& A4L0) 5dY, EKEZEEHRLZEHZO FID
BEEZETAIENTELRWVD, FIDE5I35EW
HoMEEA b TZESNE. 2070, FIDF
FOWEREIE NS, T%bE NMR AT MVIZ
BOWTESOBIBPILNHEICIE, L) bITEOMES
FOFIDES2BMT LI ENTELAVT. Lidis
T, NMR A7 b VIZBWTILEWERIEZ RTE 51,
ZDOFIDEENTY F¥ A4 2DOMICEZICHEEL TV
LZEhs, BOWEBEZ RS RVEEZ LN, BHH
PEZHEBESER D, 2T, NMRAXRZ FVIZBIT5
{55 OTHARIREE & FEME A9 2 72012, ERICHW5
BHEOMIBOLIEZHEL, T FI/A LORBLHE
R TV ABIED L WESE ERmICHV R WI L b E
Trzbd, NMIJ TiE, Boro¥rsomsiisi)siE
fElE) CT2Hz %2 AEHF % RELRD EREICH W2
WwWZ et LTwas.
3.23 7404

NMR A2 M VI U CREA.O A @Y IR ET %
VB % 3.21 THRRZZH, FHOMTEEITH AT b
LV ollg (BEE © Z ohduc@iilih oosfiiEg s %) &%
PERY 7 'H NMR #ll52 T— %A S b 15 ppm FEEEIC
HELZHE, FIDfEse2ET ARSI 7 1
vy (22ZH) OREVEFOMMMBEIZKE BE
T5. bbb, SNkomExrHgE L T—IZFH
ENAHERAED 50 REEFEOEZF2 7 1 V7 TlE, A
A7 N VORAEIZ BT B ES OHRERE DK T IZ,
15% %25 ENERITRENTWE® (M 5),
CORMBERRRT B2, BRI ZEAT, @HE L
DIEWIEZFE- 727 4 vy (B 2 SBEIIRICR L < 2 %
DIREFHO 74 V)P ORERITH ZET, AXZ b
NV OTRHEZ B 2 F 5 OHBMER T 2z 55
EAFREINS. LA L, ZOHE, 22 THRN72LD
2, /A ZXHARZ MV R DES R, 1LEwo H
BOBAF~NERTLAMEL I LN TE R,

% Z T, NMIJ <& BLfliE % 400 ppm (25T, 'H
GOEERIET L HEEZEEL, AIALTwEY, o

il
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BEELEEREE (%)
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80 .
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1000 3000 5000

FR LS OREEE (Hz)
® 5% 7 4 v OFFICEE S E5 O HfEE O T. 600 MHz © FT-NMR 2 (NY 7 > Unity Inova-600A) (=
W, BllFLE IS BAICBITFAAFHAF LYY axd L O'HBOESOHEHREDELE R L.
BIAIEIZ 17 ppm (10000Hz) TH Y, 74 VFIEIZZD30% (&), 60 % (@), 100 % (O) @ 3 Z&HT&EL

EETW5,

DOFFETIE, BUIIEICK LT 50 BREDIREZ 27 1
NI EHELTY, BESN2LE6W0 HEOESIX
HAREEDR T 5N, BB OINSDEFIIXT
T4 ADEEEIAL I ENTEL, BAEMWIZIE,
Lo HEDOESIE, ZOHEREZIKT S¢312
INAT A% 01 %UUTICHMZ TEBIS 52 EATERTH
%30>‘
3.2.4 #BERUFLERD

SEREF AT ) BROMBHE LI R T, 0E B ML 2.3
TRz, BFREICIE T, 2 HERAIERR 7, © 7 1B 2LE
WCRESET A Z & T, NMR AXRZ M VIZBIT AEFOH
FESREEIZ D BN T A% 0.1 %R FICHIZ 5 2 & A5
BTHBY. ToroH, ERMEICBVWTIE, HEET
LAEFEIG U CH#Y % T, 23 L, B9 DM
DHBNAT AREREED Z EHNEETH S,

3.3 ARV MVEBIREGEOEEL
3.3.1 fufEiE

NMR #:Cix, FID 55 0B b 2 lid L <15
HROMT, FIDESFOMMICTNASELL. 200,
NMR A7 PV BT S N5 E5OMMEAIE%
119 VEPH D, BBV TUAMIELIT ) B, Biry 7
FY 2T L o CUIEZTOHBEEIZ—ED/NA T AN
HELBZEDIRBENTVE0, 50 LOTFETH
MWIEE1T) HiEE U TFORL 2R L TH < LE
Db, F0 LT, FEOMERE % kT 5
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B, HIZFEEYHRAS BT (0P Publishing) 2SR SN0 D% —HHEL T 5.

7o, WY R IEO A EIRT 5 2 L FE L
Wy,
3.3.2 mHE9HEHHE

NMR A7 b VIZBWT, BHOHESREIIFES &
NR=A T4 VIHENFHBEEGTHI L THONS
W, BEoOMa#HHE I EFTICRET ALV M
1, BSNAMBREI DB, T AZERT 5 ET
BEELRDL, AR MV ETBHI SN AE71E, Hm
WA BRI RET 20— L o BRICHES . 2o
720, BEOMBBEICLPENAT A% 1 %UTF
THIZ 57-D121F, PHEEOB &7 40 505 #Hif %
HELZTIUERS2WY. Lo L, 'HNMR EOBE
WiBid 2 HE L OMBENER (Fhy 7Y v 7)) 12k
BEMW2AERIRIIHHELIEBRERT I ENL N L
o, IR E HHE | ES ORI 2 RET 5 kR
HEmatd ), LT LOERMTIE RV,

ZZC, NMI CId ' HED E#EEET 2 CRE 7 v
TNV YT LTELLCH T4 FofEs (HEORE
SOMBIZZD 055 %OE S THRBINEES) &k
#eL LT, Z0/MIB L7 30Hz £ TxIE7 DS HIFH
ELTHETHIHEZERL TR, Zok)%n
BCH T o4 boREREIELTZHETE, HEOR
FSOTAET L, ZOSROTRIKS SRS %
BUNIHETEHES.

3.3.3 N—RS5ALHE
155 O HFEGREE 2 4558 | Z5Hii 5 5 72 0121%, 2DfES
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BEEIE (NMR) 7

IGELC & B AEALEY ORI B3 B F AR

DNR—=AF A4 7 &BYNFHIT 2 LEFH 5. FERORF

WICRLT, Bl Lofafific@ELiN—2F 1
FIEZ ML LTI 2 82 & - T, BEFOmEEREIZ)
MBINA T A% FFIETE S I EAHRFEINTW
2 2oz, FEET) ETR—2A54 X O %
A & ZF ORI IS CTHEL 7 D,

3.4 (EBICEHT 5 TFYOFME

NMR A7 s WIZ B 255 OEERE D 5 52wl
cHEHBT DEHE, EEICHWD 2 LD TR RILE
Yoo ZEREEEIZHR T 2 O E 5 O Z 2T
HLCERBELRERT A HEL, #MESORERELH

TR RN E il % SR, *Hﬁﬂ$i’73“7aﬁ(£7)‘§)7@
REOTHEIL, BTHAPELR bRV W

f_%aifwk.ﬂ‘ﬁf %ﬂtmgﬁ%k@ﬁ%; tz’) T HE
THY, ﬁﬁ‘ DIEFIZBIT 2 AMY OERZ IR LT
Wiz, ERMBOEEMEMROOIHER SN,

Rl k.vf%&ﬁ?“éﬁ(ﬂ BV, EmIZHWH
BORSHCERMICEERE (V7T VM%) »ED
7oA, BWERMEIES NET BV TR )
FHEL TV A REME T IcEt L7 BT, 205 %
ERIZHV L PEPHWT 2 LER D L. R oEH
ERET A EL L LTI, OEESCHEIREYZEZ
TEB L 72 % 58T & 5 NMR SEOHESMT =/
S ahE @ruv g7 (Bl 21X GC/MS #:%
LC/MS &) TREHIE TN AMY 2 o8EL, EML
otk FESI NI AT L AW EER T 55
L% NMR ARY NV ECHERT 2 HERH L. &5
12, FESNIAHMIBAFRETH > 72861, O

tkru~< 777 (LC) &% TRMY % 5H LY,
O N7EHETR E NMRETHET 2 b5 5.

=
S

3.5 FHEHLSFHENEA

PE3k, gNMREDERIGEE & L CTERIEOMHE LIk
DHEFNT 5 DNVFETH > 7225, qQNMR & THEAT
7oA B AT & k% ST 2 LB ATERR S
NTWBD ] 212, QNMR % THEAT 2R py 12
HEERIZT AN SERE LT, (9) RS hs
91T, HHALEY X KO % SICELTOIE
PO 7R my, ms, @5 T My, Ms, @HEO
TE Ny, Ns, @5 OHEEE Sy, Ss &, OWIEREY
HOME ps BB, 22T, BR2IEIN V- EHE
LR LN EFS OB ICIIHED D 5720, WiE%E
ML L CEHMlT 2 2 2 TE RV, F0728, NMIJ T
FINOHHBEOD 2 HENE — kL LB g®EAL
T, HAAFE, NMRHEOME LM, A7 MG
B DY 7 FVEZED 3 DOER % 5 2 FH L
THHEL, FENDPHEANRIZTHS % MHNFHGT 5
g (Rab) BREL Y

Mx Ns

pX pSg(mX’ ms, SX’ SQ (13)

%@fﬁ, NMIJ T“tﬂ%ﬁ#é?&l@i V) R 70 BEAT 2
T, F5OHEMMEE Sy, S ICHHEERITTERE L
T, f*;;u%v%ﬁ*ﬁﬂmm FT-NMR £ & D /N1 7 A
S &FEM L7z X612, NMIJ THMH L Tw b gNMR
EOMBIN AN ENY 2y FRERT. 31~34 T
RARZZEY A L o T, NMIJ I2B1F 5 qNMR D
WIRATEN S U (R=2) 1%, 1 %LUTICHEL TV

FRTHEETENE (50)
010

015 020

SELERL <L RE RELAE g
AREMEORE p,
FT-NMREBD/ I AT 2§
RS T,

HHRIEEHOER m,
FRENEOEE m,

RSO HEREEL N,
PIEENE O HESATFTELE N,
ARIEVMDHTE M,
PHEEMBED DT E M,

K6 oNMR & % v 7zl g
(1,4-bis(trimethylsilyl) benzene-d,) % M\ 7234

XA RT R ME MRS Vol.9, No.1

FEMf IS BT 2 MBI L AL S NT = b
Rz

125

W R W B 12 1,4-BTMSB-,
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4. gNMR EDOERALE ZDER

WAETIE, PIREER: O fERE S RIS A T, A
S % AN L 72 2 4P OMEERF Y Y SR A S L D
o> T, QINMREDTEH P EBIZIL S > T b, fl
ZAE, Y 0w E R 2, REGEEAO X
7 TS O SR B0 B EUR o B Al 4
CHHEND LI 10k oz, 8512, WEEEICLS
aNMR #ED & EALIZRE - T, #HEHE < ERETIC #:0
FERICIANF 72BFgE b A Zh s oEeFEE v
TR E S OMPEEE b RE S hTw ™9,

ZZ T, BTED gNMR SEOREM G HFR L L
T, PR 7 E Y OfEA A~ ORI & 2
B P L= T A EROMEE, REFEE LT
OFHIZDWTIHRRS .

4.1 WMEMEIL—HE YT 1 (FROEL

(LA T, BEDALEM ORI 3T 2 5 F T
Mo, rua~ b7 7EEFHELZERSTFERTH
. L2L, COFETHEERVONLMINIRITTH
PEVMAE LR E R 0720, ALY T ofEiEy
BRENEFNLEE 7L, IS ERYEOEEEL,
ML=V T R E D EREEY Y & S L L CE
fHF (KRIE) 352 LTSN E2S, FfkiZz o< b
7 7ENHVENTWAS 2, WHRILEW T LICEE

T TR L

E R RE, ERRHEAR (SD 2L —H% T V2 fE
135 N RSN E E 2 BT TR 2 47 9 72
B, FARICIIZ L OBRAPLELRL I LNS, ERD
FL—=HEYFAEROT T, SHFE AT 5 ik
WE (i FAEEYE) RIS RT 22 L8
TELmo7e.

INFTHRRTEX/L I, QNMR EIZEF O
W &S 2 HE BB BT 570, B bh
THETHEOEE T4abboTHOLEI WS %
LERSMETH LS. NMIJ T, Z Ol %0 7%
WIEHAMTE LTHWS Z LT, ZhE ColF CLawiE
TOMIEDESHIZ LD P L =YY F AR E T ER
%, HEORIEOEIHIZ L B8 W % L —F ) 71
HREFEML, FRLSERDT(ME). E512, HE
g (KR TIidEERE) ML —Y 7L ThD,
PORNGNINYE E QNMR BEIC L DRSS L, &
N gNMREOWEEWE L L THWALZ ET, SIN
DML —=H ) F 4 BRER L AR % L 2D
BIATAB LI LT,

CZTHELLZNL =YY T 1 OS2 p
i W E 12 1k, 14BTMSBd, (1,4-bis(trimethylsilyl)
benzene-d, ; B JK Y # #% H), DSSd; (Sodium 3-
(trimethylsilyl)-1-propane-1,1,2,2,3,3-ds-sulfonate ; 7K 74
wIEA), DMSO2 (Dimethyl sulfone; Bk K OBk
B RO~ LA VB (Maleic acid; A VE 5 H)

SR A BT A BRSNS (MT7). LAL, HE24HEY. THEFTNMI TR, Zhb% gNMRIE
| ERSSAIRORE (NEE)

SO B A T KDREL. 23M DR A E R E RN
\ A A /

L .
lﬁlﬁn?hﬁ57ﬁm$éﬁuﬁﬁ£5bmmﬁ
Y A 2/

2 S 2 2 2 2 2
1 1
I O it
ll'l_l [ Iﬁll
HARZORMI S TEICLBE UG ESUDRIE
___________ LA S U S S
ﬂglsﬁzﬁ:

77 BEHEY R O— 7 N L= ) T 4 R IR - KEK DK BRI S N2 RS A AL A T

DIEMRWE BTSN L —=F Y 74 2R L7

EFRERYE~D P L —H ) 7 4 O, 70~ b7

T 7HEE o TILE T LA G. B, BUIMVATEE NERBA G IZERT (AIST) 4t
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B dte (NMR) 5056k & & L aY O s AT 512 B9 2 S AT TSR

ERER (S)
AEAE A HRTE
ERIEEE ¥
moE
Jr
EENMRZEICRDHIE
]
e
N
EﬁN_MREElCJ:%ﬁIE
wmmepE 8§ 6§ 8§ - & 0§ 3
PEA »EB WEC PEX mEY YEz

X 8*” QNMR 12 & 2387 b L—H ) 7 1 k5%,
1 O EREREY) Y % il | T, NMR &
WL o> THRARILEWMD ML —F ) 7 1 %1
BT 22EHTESL. BB, HIIMITTEEA
FESEFAMTAR A IISEET (AIST) $fit

OPIEREYPE & L CTHWT, SREESHMIEA S 2 150
DL L oRR BRI O E R (BRI
B oxt L CHMERIEY — E A% To T &7 B
T, BIEFEPYHETLT, TEOLZWT I B
W ORHE L FEM I ATV S,

4.2 R/FEEELTOFIA

gNMR %1%, R3S E oL & L CH
RIEFH IR ENY . EEEO D BEICAEIETE,
BHRNEG DRIREROECEWOLENE L, /A
TIRE S N7z T CHUE SN S M7 HEY AR &
TwaY, LaL, fEkid, yuvbrs7EEs—
T4 v Ty —REOBEBOERETFE T HAS b THE
ERDDIO, BEWEETHY, T ML—HEY
T4 DOEPS SENH 572, F 2T, gNMR 3% F
Mt 2zeT, 'HEOETEORKIEE L 72 2 NEEYY
P HEEOFRN S BT 2 2 L EEE & D
L= T 1 AR S N R SR R B % R )
DI TEL LR > TETNVS.

T 72, EahIRINY B E O REAEN) B DAL AL & LT
b QNMREFHH ST 0™ iy Ae s
ANDHE DA TV B

XA RT R ME MRS Vol.9, No.1

5. BEDHEE

ARG & L Co gNMR EoBIfEORELE LT, O
A S O, @@ O, Z L OO
Kb, ZITIE, IhHOFEICHTENMIICH
FAEY A DONWTEET L.

5.1 AL S DER

35 THRZZHY HAIZ L > T, gNMREOTEELR
M SERZIFML-ZET, ThebEBEL TV
ENHED SERPEIZ 2> TE72. 22 TlE, gNMR
& BRI R & - b B OB W EHITEAN T &
B WIEHERE D L TRV, S 2 LA HIEEE LT,
aNMR DO ARFED S B/ 2 KT 2 720 ORLY f A2
DNWTIRRD .

5.1.1 gNMRED 7= DEREENE DRI

4.1 Tilk_72 & 912, gNMR ETHW % Y E (4
1 1,4-BTMSB-d, %> DSSd;) 1%, BEAF O EIREHEY)H
ML=V F1HE LT, QNMRESEIZL > Tl
FFLTWS. 20720, gNMREDHERTED & )8
RMVAy 7, ZTNETRELANHE,SZFONE
HEYEREMT LI EDTER W, L7255 T, qNMR
FELED QNS RMERENI S EFHOEREFE BIZIF
—WRAEHEE T H B SR S TR EDR) A
LT, gNMR #0728 o Bk B M S 7z E R A i
WEEREL, ThENEEREL L THWSZ LT,
QNMR EOWEAHEN S % L VIR T X 5. HFE NMIJ
TlX, SOLHIBLEWE LT, AL THIC HE
YR A AT B QNMR ED 720 O EFEAEY L (Hik
T2 F gNMR & COFIH b £ ) ORI % ME LT
5.

5.1.2 EEOEREBEICH, DD/ T ZADER
ANMR LI BT 2 EEFOHBEEE DN T ARIES
O XIBEHOERICRNT 575, FERIERMEEIZE
OBREHFGTIPFELLFHITE TRV, 200,
FFEINS O SERZMPNFHEL, SER%
BT & 2402 ZNEIER L T LEND 5.
BARMIZIE, FINMREB DN 7 ADBET LD,
323 TRz X I, 74 NF ORI EF O
BB T 292 57201213, BUIEZ 200k < &
() 21X 400 ppm ICF%5E) L, SNSOEFEHET S
CEDVARTH BN, TOWAE, WYALT— 522
K> TLE) EVIHIREP DL, £2T, ZORE
BRRT BITEO—DE LT, FYFIVT 4T DOFH
BETFOND.
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T
0 1000 2000 3000 4000

BAIPOLNSDREIREE (Hz)

9 FTUINT 4 NVY ORI E5 O HARIREE O IR 2 RS . WEIZIEM 3 Tilo ZZEEE R Hw 7
400 MHz @ FT-NMR %6i& (HAET#, JNM-ECS400) 2BV TV V74 vy 2FAL, BINATLEELS
FCHE LA BT 2 HEORSOHBREOZE(L e R~ Lz, W2 ERRED, +0.2 %FEOIETHE
B\ ZIRED 3 2 M0 2 R 3 (B . BEIEIE 100 ppm (40000 Hz) TH D, A — =7 ) > 7L —

MIBLESTH%.

—fl, TYINT ANV EFIATLE, ZESN:
FID 5126 LT, AELEREHRDOE G 2 3=
MICHRETLIENTESL. T2, TVINVTANI %
FIA L7234, 20 ppm BEOBEIRICB T 255 %0
ELTH, @EOTFOT T4 IVFIHRT, AT b
VOW G BT B E 5 OHEEEOIRT 2 #1252
ENTRETHDLEEZONTEY, ZOMHMNEATY
%4(» 42),50), 52) 54>. L L, NMIJ T, FU YT 4 )b
y 2R L7726, BN RIREIC L 2 WA TE L wnN
AT ADBMENS Z & & EBRMIHER L T ("
9). L7zHoT, FUINTANVIERONLEEIT) %
E FTUINT AN EREEWEICELZLDICT S
OOWMFEE D HLENH Y, TOWRIZL ) ERML
FEMEFRMA LN TELLEEZTVD,

5.1.3 (ESICEHT 2 A MO 4 510

gNMR &= T 9 1E5 1 NMR A2 MV ofbEEy 7 b
BIOARIE S NS 720, dRILEY & S O AR
Whid 256120E, ZORMPHRDOES 2N ELEW
DIEEFPLHHET A ENELVEERH L. 34 Tl
ALY QREN LA OFM S LT, LC
HOMHIZFZ NMR 2£& % 272 LC/NMR #: % FH §
BIENH B

ZOHPFEE, LCEEIC X Y 4B L 72 RM % NMR #:
TRHIS 2 7ETH D, WRILEWD EDEZFIIAHY
MHEYEL TWL 25 REHWH T E3TED. L

AIST Bulletin of Metrology Vol.9, No.1

L, NMR & Tldfm 2 A & i3 5 700 O KA
AR HZENS, NP HIEEFIZA > 72FRTLC
DOREMZ LD TETORAZIT) LEPD Y, A
ZEICFRRDBIER AT D 2T IUT R S e,

—%, LCORBH Mz IEOTIINMREZH WL Z L
MTENE, ZHORMY % —FIZFMT 52 L25T
&, NEMEWOEZT I HBEE L T L0 E0%
1RO TR PO T 2 Z L TERL. BUIK
T, BEFFO NMR 2 Tl % 155 % K TR
T5IEDNTERNYD, HBIERE DAY~ #E
RSN TEY, P2 7201 38K 2
WA EHT MM ALIHELT DM ESLETH 5.
5.1.4 EEEBEADOZM

qNMR O B E M % m, —kE#EAELE LT
BT LE FrEFNR»OBELFEETH
%, EEEREHEHZES (Comité International des Poids
et Mesures; CIPM) @ ¥ & &= # M % B & (Comité
Consultatif pour la Quantité de Matiére; CCQM) (2B
T, #WFEIT QNMR EOWFFERY 7% K T O IS i o 5
MAT DN T2As, EREEARERR 2FH 3 5 FHlEA &
LTRATGAMH#ESTH D L OERICESY. L
L. NMIJ TIZ & Dk & #EZHE 2K L T gNMR %0
W2 RAA, B 2R&EREZRL T2 2008 FF0I2AT
btz CCQM OEWIM T —* > 77 v—7 (OAWG)
IZBWT, gNMREIZE T2 NMI O Z L E TOHD
MAICET 53R ITo 722 L BT, 2009 FEDFKIC
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B dte (NMR) 5056k & & L aY O s AT 512 B9 2 S AT TSR

1%, CCQM OAWG T gNMR #EIZBETA2 -2 v a v 7
WHBEEINL R E, gNMREDORT ¥ ¥ v VASEERE
SNTW5D. S5I1Z, 2011 FICEM S Nz FEE LT
1, AR (L LS A s A& 100 %252 L51<
Z & TRRAIACEW OME % MRS 5 ) % Hw
724 { OEED, MHTE LD 2 MW OFEIZL -
TNA T ADDh o 7l R 2 7R L72—F T, gNMR
FEIMRBITRERER L2 EI12E 0™, NMR D
Y TEHSND I E L o7z, Bt NMIJ 1E, gNMR
HEOFAM 2 R E = I 5 72O OB IR OIRE %
ToTHBY, 5% b CCQM T—RIE#ENER: L L TH
VT HODOHE T ML TITS FETH 5.

5.2 HER&KEOIEX
5.2.1 SREADOILK

F1IZRL7ZEH12, NMREE 'HE U oBHT
BT 2 ENTHETH D720, HEZELUI OB~
gNMR &0 @ HHH % JLK3 5 2 L IZEBEICHRET
H5. HEDHNOBHEEH) FaMEE LTid, OH
a2 EEw e LTy, THELUS o BT
LRMEEFCEEACE 208, @ HEZDA OB
BREDE U TN H B8E, RALEEEFIHL TS
FAEYIZEMTE A8, @'HNMRETIE LI LIZHE
&% BB FAFEOE S OREN LV EFBITF S
B, —#IZ, QNMREEICIR S, HphoEsFET
i, ELWEPEONRTOLHET 52 &L vz
O, MoFE BHIZIEQNMREICHLTrZax b7 5
7)) W CTHEICEORIELZT> Twb. Lol
HE DA ORHES S bE% T 52 &£ T, (NMR %
HMCHEFMEICRIET 22 LA TEEL LR
é58>759).

'HHUA OB E RSBV T, 'HEIZRW
THEEO BV R, AARRE (B2 I SHB%) 128
BICHEET A PHALIELISHRE SN0 &
iR ERTERIZHISNA TV, HEDS O
BHZAE L CERT A5G, HEICL > TR LME
HDH 5.

Bl Z L F R TIE, LA OES B S 2 FiE
#%0 ppm ~200 ppm Y b & 'HAEZ IR TRV, F
TVLF Y AHE 321 B) FEFECHNSE. L
Ao T, “F qQNMREZ T T 27201218, Fict 7L
VF Y AR EARR T E B HEETIZE L T L LED D
5% M2 T, "FRICHIS L2 ESEORESLE L
%A%, 511 Tili_7zX 912, NMIJ Tt “F#% A
T2 EREEE ORI E BRI LT3,

XA RT R ME MRS Vol.9, No.1

5.2.2 EEFADILK

NMIJ Tid, qNMR 12 X 2 EEYE ORI IZB W
T, BAMEAREED s BAEORNRLE L TnE. L
L, {bEWIZ Lo Tid, 20D 7202 7 IRFE
TR FDE LW EHS, o2 LoMEsns:
B E L CORTTREN T BILEW D% .

Zo—Ble LT, WHERAEOBRILZF L VBT S
N5, BALTF L EmWEEIER 2 /o770, [RiEsE
BEOWEICHERTH Y, £ OEMERSETHHA S
TWwa, LHL, —HTRZOENAMDPEERENT
BY, EEREIRED L CITBEEEERICHED S oL
IF Ly OmERErOFEICERT LI ENEEINT
VBT RIS L VIR EIRAATH B oA
L<, Bl L7zl 2 oA TH - TH ZOHEH
EAEEICH T 5 L IIBES TIE R\, T4bL, Tl
ENTW LR (F] 21 100 mg/L O ige 11 i ik
W) 1k, FAMSNIREICKRE R, S RO LD
FHREINLD, HIHEROFEER LoDz, 20
b i A N T A ey -8 Y e 1 SN = <
L\, 2T, gNMRZEZFIH L T2 ORE % ikl
FMT I ENTENE, SIND ML —H 7158
AR S N7 EEROBVERREZ MG T2 2 LA TR
5.

I ECTNMI Tld, FARLEELZHT, M5t
B OBRHET R A EEE (10000 mg/L 4 —4—)
IZHRS 2 2 & C, qQNMR EIC & 2 K5HE 2 fiEf 1) % 52
BILC&72A, b L (B 213 100 mg/L O
i) 1, OBES T2 HESEAELISRTY
b, QW SIALEWOREN R LWV MENDSH
5. ZOWE, NMBALEWIIR L CHEIES TN S A
% (1212100 mg/L DLy ) — VR OBE, &
B OYE R IINGALEW O EE DB & £ 10000 5
L% %) 728, 'HNMR 27 M VIZBIT 5 EELRES
BRI FAROETE R D, 20720, FRILEWD
BB ES T 2B I T L T, #FOH
ETIEIME T 2 Z &3 5ATERIC 2R B REMEDS RV, E
KREALBEBHCHB SN EREOREER L H S0 LOH
L, Thz gNMRETEMT LK #BEOERET
FRLCHHTLZ LS NG OMEE g L155—D
DFETIEH BH, QNMRED W D20 iR % STk
TAHZET, WIS N TV B EERICT AT %2 E
HCe&xamMiErd 5. Thbb, HESTHEHESH
BoES2EET LTI FaL—Y a v ol
R, MGALEY OFERE D A% FEARE 0 E BRI
T & BB SOV ZHEY OB, LTI 2 A
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