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Abstract

Proton nuclear magnetic resonance spectroscopy ('H-NMR) is an analytical method that
employs the magnetic property of a proton. When a proton in a magnetic field absorbs electromagnetic
energy in the radio frequency range, a resonance of that proton occurs. Because protons in a molecule
are located in different molecular environments, the magnetic field strength influences them differently,
and they exhibit different resonant frequencies and signals on the spectrum. The analysis by 'H-NMR
is of high specificity and, thereby, benefits chemical structure elucidation and identification of organic
compounds. According to the British, European, and United States Pharmacopeias, 'H- NMR is

implicated in the Identification Test, especially for drugs with a complex structure such as peptides.

Keywords: 'H-NMR, proton nuclear magnetic resonance spectroscopy, identification, qualitative analysis,

pharmacopoeia

VNI

frtadssuuniudnisloususaiynlnsalnl (Nuclear Magnetic Resonance (NMR)
Spectroscopy) Lﬂ‘uﬁ%%Lmﬁ:ﬁﬁmﬁ'ﬂqmauﬁ'ﬁmaLLajmﬁﬂ (magnetic properties) TashlnRualuazaau
gansnldiwislasssemaefaesdunsomsldigudonuitmesdninsslndaw o ‘ﬁlﬁﬂ’ﬁ@(ﬂﬂﬁu
nIaUantdaanwadnuuuinan IWHN (electromagnetic energy) ﬁ@hmmﬁmmwaaamaw%a%gﬁaﬁ'ﬂ
wid 9 15w saaslaleaasiUnlnsalnd (Ultraviolet spectroscopy, UV) iunisganaunasinu
uaindn Wi lugeiadiyd Sunsusamunlnsalnd (Infrared spectroscopy, IR) tunsganaunasau
walbAan AN g 9TIRBUN TR §11SL NMR ﬁuﬂ‘&'ﬂaﬁmﬁauﬁagjﬂuammmmﬁﬂ (magnetic field)
ﬁ]za’lmsngmﬂﬁuwﬁammujmﬁﬂvlvxlﬂﬂumammﬁﬂﬁu%q (radiofrequency, RF) fisnanzaausavinli

a 6 a a 1-3 a ‘:i é’ s a a a
Lﬂ@]ﬂ’]iLiIﬂILL%%‘]J (resonance) VaIWILARYT n3unTaUszinnuady NMR muagﬂu%umadmmaﬂa
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Afansslauuud lunidozasuvaslalesiaudsfinedsafolusaan azisoninlsaaufinies
wunIAnLTlTuUsS (Proton NMR, 'H-NMR) wniduazaasvasansuvan azisunitansvauniiedas
wunuuinislasuund (Carbon NMR, C-NMR) @913 2 5510u5%n19 NMR Ainuiias iaga*ﬁlvlﬁmﬂ
NMR Lﬁaﬂszﬂauﬁ'uiagaﬁ"l,@i’mﬂ’?%mamﬂﬂimainfl'éiu 9 11w 8aa31 hlaaasidnlnsalnd
dunssasiUnlnsalnd wazunasdnlnsiuns (Mass spectrometry) aztdudselawiilunisafune
lassgiamaaiiuazigaiianansoizasdunioas wananit NMR gsiiwnaiafignunlsluns
AQuAMAINInnAULazInFTA TN Tai ualudiien Tuszndng a.a. 1970-1980 British
Pharmacopoeia (BP) 1501133013119 NMR uﬂﬁumiﬁgaﬁmﬂé’ﬂmﬁua:mﬂ%mm Gentamicin
Sulfate w3ndannazle Liquid chromatography Wn# &1 European Pharmacopoeia (Ph. Eur.) 14218
Peptide Identification by Nuclear Magnetic Resonance Spectrometry (method 2.2.64) 1641 'H-NMR a1
IﬁlumiﬁgaﬁmﬂﬁﬂmﬁmadLﬂﬂ"lwﬁmuﬁ@Lﬁﬂﬁﬁﬂima:ﬁiuvlaiLﬁu 15 @2 LTWLABINY United States
Pharmacopeia (USP) #1%1 NMR ulfluniraruquamninaestiiog wazdadunafiadn 9 N1
fafssuuniudnislaunusaidnlnsalndunldlun1ssarina1581989 (Chemical Reference

Substances, CRS) iNatduansandeudarnualudisnendls?

#ann13289 'H-NMR (Principles of 'H-NMR)

Aa

wasinlusaawldnslusuiunainanuazls lasuw ﬁ'amul,l,ajmﬁﬂvlvxmﬂugﬂm 29ANNAARWINY
=1

D.

<& A v & wa ' = & wn o a
ldraeustuaziiansislouuud ld Seguisud@nsudmaniduquavifianizarvasiiiafoani
% o ¢ . a a Aa A
ANMUFUNUSALLATNIN (Mass number) UALAVBZAB (atomic number) lasflaRuaNdLavalaLas/"38
wnazaauduiand 13U H, usz °C, azlguantinauimin thanmaslouuudlusmaudman e’
\ = A A A a a v A \ < A
luswauainin (8,) ldsaauniiadaufiaglufianisdoinufianiszasaumianuinin B, Ll
A o . d A a o A o X . ) % A &
ganfunasnulugisanuiaduing udraziafeudrtuldagluszdunasau (energy level) Nigadin
wazidfaun1321969 (spin states) llaglufian1sfiasenudn (du) nuawiuuaiinin B, n13
A A A a & A < o A o v & &
Wasnudastifensiiaslounus w3an1saunad) vasldiaenu Segnnsaariaianaztiuiinuaid
f1UnaINvad "H-NMR ("H-NMR spectrum %38 Proton NMR spectrum) NMR (Juwinafiandanudmne
Wzasgauddanuhdaudnai innzazdunasnuuaziwinliinaunagluzaunasnung 2 szaull
ANuLAN@1nKlIaNn® NMR anansasihanlduszlostludiunsiianzitla thasanlusaaunudazad
luluanaszaglugsuiadaunisluiana (molecular environments) Nuandnariu vililasuaninasn
AU aIEWINLEN i Safiamaslowsutussdnngidusygrmunadnasuludiuniis
A ' v A an ' o (= o
Auwandanu Sadugmsudfanizrasudazldinan Javhlidanudinzanzasg
lasdn@ldsaan l@TUARMINLLLARNDNN 2 19 A MNIWINLNLAEN B, UadLAI898a WAzaNNNT
A A a & A o ' > A A a & o & o
\nRaunvasdiinatanfiagdansauldinauudazdy nmunfeunfivesdiinaseudansaulsaautiazyin
Iiiaguwuudingn (B,) A6 9 waziNan1adwnuAANIUaIamuLILARNNEN B, Laxa Ynlranu
ITNBBIRIVLALAAN By NLa3addanlliaanlasuninuaiiaianss ((Wanu B, - B) Sundvingmsol
#131 shielding AansndianasauniaansaulUsaauainsauiauuaiindn B, d1uatd (shield) ldsaauain
FULALRANAAN B, lsnaufinnuaiisil (shielded proton) aznngidudyanmuuailnaiyues 'H-NMR

AdunIeaN 9 Gaiondndr chemical shift (ldaanwol 8) dwaeidu parts per million %3a ppm lag
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L UNU NMR reference (Uﬂdﬂ%ﬂ 138137 NMR shift reference %38 chemical shift reference) L%
tetramethylsilane (TMS), 2,2,3,3-d, sodium 3-(trimethylsilyl)propionate (TMSP), sodium 2,2-dimethyl-2-
silapentane-5-sulfonate (DSS) %\‘1Lﬂu&ﬁiuﬁﬂigﬁuﬁifﬁﬂ%u@ﬁ’]LL‘WH',G chemical shift inAugue
(0 ppm) UnRLUNATN®

dratsansmraidnasuvas 'H-NMR 1049 ethyl formate aauiasannaidnasufidsnglu
g’lwﬂyﬁ)ga AIST: Spectral Database for Organic Compounds, SDBS® (mwﬁ 1) nnduw lumuge
9=UEAIEN chemical shift ALANDY (310 0 19 9 ppm) a&”fg@ﬁmmamﬁﬁaqwuaamﬂn@%’uﬁ@hLLmi,agsz
\inannldsaauuad NMR reference (3% TMS) fduaaly NvﬂL%Uﬂﬁtyty’]mﬁﬁi’mg]ﬂ’]d“ll’l’]“ﬂ?J\‘]
fLUnaTu31 upfield peaks Lazn1951831 downfield peaks LL@iluﬁa'gu'“uﬁmﬂ"ﬁﬁﬁﬁ low-frequency
region (shielded resonances) Laz high-frequency region (deshielded resonances) LN auaEau®

A

NUNFUNNT (relative area) #IDANFI (peak height) VaddTYY M uaalinTIUdITIWIN (W30

o a A & o A o ] & 1 ) o [l a
Fwunigm) vesldaenluluananunngdudygrafduniiu 9 1w Fyyimvenyinia
A

LA de o ¢ o ®2 o Ao @ Ao a | |
LRAIWUNFUANNDLNINY 3 Vi&nElﬂ\‘]ﬁfymu']mulﬁnu']uiﬂs@]ﬂuLﬂ’]ﬂ"]J 3 ‘ﬁial,ﬂu‘ﬂ'lﬂm’ﬂa\‘] 3 (bW N‘ﬁ%

Lfia 2 1)

a ﬁ b ¢
H—C—0O—CH,—CH,
Ethyl formate C
TRIPLET
b relative area=3
a
QUARTET
SINGLET ,
= relative area=2
= relative area=1 ™S
=
D
E reference
1 1 | | | | | T I T
9 8 7 6 5 4 3 2 1 0
Chemical shift (ppm)
—— —
high-frequency low-frequency
downfield upfield
deshielded shielded

AN 1 anauvad "H-NMR 289 ethyl formate daudasansdnasufidanglugiudays AIST

Spectral Database for Organic Compounds, SDBS®
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uananldsnanudszarazdnngdudygranduniiuand 1 nwuwsUnaTuna? anwusal
fryanmanafimiuenaan (spliting) tasaniianisgaau (spin-spin coupling) Aulusaaudrifssfiay
& o A o . A A & A ) L.
UBANIVBUAILAYINY (germinal carbon) ma‘naguumiuauﬂmdaaﬂvlﬂ 1 WWFe (vicinal carbon)
° o § . 4 Lo o % ° @
FurubanveIFyyIMALanaan (multiplicity) Inatnudwinlisaeutrudssnazdrwinldngas
dalud

FIUINLDAVDIFYYIUNUYNEEN = n + 1

] ]
a [l a

lagn= ﬁim’auiﬂmawff'mLﬁ'mﬁ%m@ﬁag}'uum{uau@T’sLﬁmﬁuLLa:m%waguums’uamma
aanty 1 Wby

a%’zytywmmaﬂﬂwauﬁumnaam:ﬁmwgw%amwmﬁmé’uw‘”ﬂf (relative intensity) FaAARINL
Pascal’s triangle’ a1nATWA 1 Y IMVINGLINN (CH,, Fyq1ok o) uoneaniilu 3 saa Lﬁadﬁ]’]ﬂﬁyj
wilnag@anunyiuiidn (CH,) 33fidwaulisnautnuderinng 2 (n=2) uazdruwimdwinuaasas
gygroldivinny 2+1 Aa 3 (13undn triplet) laofaugaludaindin 1:2:1 a1u Pascal’s triangle

Qv

lummzﬁﬁryfyﬁmmamyjmﬁﬁu (Fy@o b) upnaanidu 4 oa Lﬁaqmﬂmjmﬁﬁuagﬁ@ Unajlufianas
aanBlan 39 wInllsaautaLfearinny 3 (n=3) wazdwImdIwInEaaVaIFY QI IALYINAY 3+1
fia 4 (13N quartet) lasfianugsludamaiu 1:3:3:1 a1y Pascal’s triangle

i:ﬂzvi'm“uaaz?tynpmﬁl,mﬂaaﬂsl,%ﬁ'lmmﬁ'lmﬁﬂ’rs@;mu (coupling constant #3a J value) 73
wihedu Hz (hertz) "I,@Tmﬂgm@iavlﬂf:

mmﬁms@]’mu = A8 x MHz

lag NS

MHz

NAGN TR I A LRIt adsaa QN MLENaaN (WikuLdW ppm)

aMudvaInARINgGaIATEI NMR N1lT (nibeidu MHz)
T,‘]Ji(ﬂauﬁaglﬂﬁﬁu%%aﬁﬂﬁi@;ﬂjuﬁu%LLﬁ@Gﬁ’]ﬂGﬁﬂ’]i@jﬂ’mﬁMWﬁu el sHwawIIOUNT
JaTesazaslisnaululuians
FUAILAT AN B Y BIR Y WNUIINJUUELUNATY 1% chemical shift AUNFEUANT §142%
[ d' 1 d' ' U I v Y dl w a 6 cq:
HAAVBIRTYYIMNULNEEN AIAINNITEAIY mmﬂuﬂiﬂw‘ﬂumﬂmagammmmmmmz%mlu

\TIAMNIN (qualitative analysis) LaziTi15u10k (quantitative analysis) nsﬂmﬁmsw:ﬁ%mmmw

£
v A7

sannidayaf ldanadnaiiues 'H-NMR anlflunsdigasiiananualuesansled okt
- FIWIUR I LLamﬁaﬁi"]u’mmjwaaiﬂsmauﬁLLmﬂ@iwaﬁu
- Chemical shift ugasfisrfia/ansuemaaivaillsaon
- WWARNWNTRIaAMUITUIIF U LEAITNEATEIUIITIWINIUTAOUNEILNUITY 9§
a v &
Wisunudiwaisldsaaunsnualuluiana

- SNWIENIUONTBILEATBINY I waaiimInlsnaudrafss
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msmsmaauqmauﬁawaaLﬂéaaﬁuﬂﬁm‘tmnmanLi‘[mmwfd"m%'m'mammzﬁ
(Qualification of NMR instruments)

susznaufisanyuaaias NMR leur swinusiadn'lilsn probe dmiunianIciatniua
%’udmﬁummﬁ%mﬁ Lmﬁiaﬁnﬁ@ﬂﬁummﬁ'%q WASITURY I IHIINTIIADLY LAZABUNILADT
IRV RIAR

qmﬁ'ﬂwm:ﬁ‘i’uwnwmm%aq NMR 22013 H191NANNLTIVEIFUINLNLAANATE resonance
frequency vl saausTounud e 1mu suuudnnaudy 14.1 tesla 22 1% resonance frequency
LWinAL 600 MHz Iuﬂﬁlﬁ;ﬂuﬁm%aqﬁa‘ﬁ’[ﬁmmmwaaammmmﬁﬂgaﬁa 23.5 tesla (1 GHz)

@14 USP 42° ﬁwwiﬁmwaauqmawﬁﬁmaaLﬂ'%"aa NMR Lo 3 druiguidinanuiedasiie
’AJLﬂS’lzvirgu 9 fa Installation qualification (1Q), Operational qualification (OQ) 8z Performance
qualification (PQ)

Installation qualification 11%N13ATIIFOUINNNTAANIBN5AUIT (hardware) LazTaNGUIT
(software) Aanudaaansuasldiulaadaflilszantan

Operational qualification Lﬂuﬂﬁ@liwaaudﬁméaa NMR ﬁﬂﬁﬁﬁmuvlﬁmﬂu‘ﬁ‘ﬁﬁﬁuﬂlu
Muaziduagmansmzdng (specification) 1a ﬂ’lﬂ?msmmgmﬁmmqmauﬁ'ﬁma NMR lun3iaen
signal-to-noise (S/N) Waz3Lli9vaIa QY

Performance qualification 1J4n13037980U3110589 NMR 8131350¥19wldauninudasnis
VoI 1T %aﬂiauaquﬁagmﬁﬂqm@iaqmmw (critical-to-quality, CTQ) @A S/N ratio L&z resolution

wananimnlunsrdsui e insiinTeiliugs USP 42° dmualvin Verification of
suitability lugn1wn13ldudnd <1226> wazarsfianisasiameuaugndedsedifiaied
(validation) luns@indasnisle NMR 1wdinmadonfidisanisnimualwnddnsy

¢ ¥ . . .
MTIATIZVIBIAMAINAY NMR (Qualitative NMR analysis)
lumatiamzdidagumn nmaSeuifisusznivansazzasmunaiuvzes 'H-NMR (134 d1

chemical shifts AN B¥HLNTULNDANVBIRYYIM FAIAINNNTEAIL) VoITNTA0EWALIENENTENIEINTD

v a A d o A a d R I o o A &
sydedanagluanzidoiniu niawSeuisunuaidwualudime sunsnianldlunsiged

% & a & Ao o & ° kg
LONaNBAUaIRTT 16 buIanawIat3? lagtanizluoundasiniuilszdn uazdsgrnisnasram
a = v o A a o et a 6 a 6 A [ T2 v
fadatuldnndygrandnngiiven dwmiumaigaiianansalvesssnilesseinshiduden Taya
\iBINY chemical shift A1A3NN13gAIL wazdrwiuldinauniaasuenassniiadymio uazdavi

A o = A v A o o =
azaun e a1aNgIwaNaltatunyanwm laTIgTINIaLad L

o
@ ad

wanaNTayan1y NMR Nlaua MLASNA8819MIBATNRVIZRN FINNIIDTASIE/N1TAIA
1 { v = o s 1 s IQ/ U IA 1
@19 9 v8ILATEYI NMR dndanudiAydagmwninyadislnaivues 'H-NMR NIald Sidnadans
"“ami']:ﬁlfmqmn’lw
Qs ] lﬂl v = L a 1 v Qs o lﬂl =
81392881907 89N17732270 NMR mmmwaglugﬂmia:mﬂ lagltarvinazaronidn
deuterated solvent LT deuterium oxide (D,0), deuterated chloroform (chloroform-D, CDCl,) "H w84

o o & { o . A IS { '
drvhazasinaiiazgnunuieas *H (deuterium, D w3a *H) Gadulalalndvasluinaunilidsing
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sy mle 'H-NMR S9lisuniusygiswesasaladisndealngaypimivadniosss 'H
(residual 'H signal) ludavhazaislating ihesnlaimansnunuf 'H nnaadas °H 'ld 1w deuterated
chloroform azWUAQAN MBS 'H 71 7.27 ppm® asunlunisaisussaladny adsdanaavinazaisn li

WEAIFTY YT WILNIUFYYIHN 'H 20381308879

o
g 1 1

lagundlunssdrisuazmruaitnmaiaisuaiadauaznsasadns g vadasadia liuas dn

LOILNAIBENIDUFTAEA LN VANV TNTUTENR I 1-50 FAANITNADURAANT Lﬁaussq‘lwaa@msqmi

a f

{ a ' A v ¥ . .
@nﬁ]ﬁndﬁlﬁﬂﬂqq NMR tube GINLﬂu“aa@uﬂqwmuq@]Laquuﬂugﬂﬂqﬂ (outside diameter, OD) 5-10

)]

a

FafLNaT AN 15-20 LTUALNGT uammﬁawwuwaamﬁwmmﬁumuﬂuﬁﬂma 1-3 UaALNGT

l& v L 1 =Y dl v 1
ltareatnalulSunmntasnin

n13Uszgna 7 'H-NMR Tun1siigadianansalaiu@13181 (Application of 'H-NMR in
pharmacopoeial identification)

A191LLEANGTS 9 %3 Ph. Eur., USP 1Llaz Japanese Pharmacopoeia (JP) ﬁmu@msﬁgﬁ)ﬁ
LanansalingAuLIa1NUKINIIVE4 International Conference on Harmonization (ICH) Baanl IR was
Thin-layer chromatography (TLC) $3unun1s¥indizeinised uaziinsld NMR RS Tn TI019
M3 'H- uaz *C-NMR mslﬂumsw“gaﬁmﬂé'ﬂmﬁfmq@‘?uUwﬁﬁiﬂsaaﬁ”waeﬁ'u%au wu 1wl ng sudusend
azllulnalalod Jadu unuwitnmelasnlnnad wazigwdeaiunisls IR lunsigasiiananwal Aaaz
drunalasmatSouiisunusdnasuaasanssnsdimioaniensnsanids @T’mﬂni’mqﬁumﬁﬂﬁﬂgiu
G‘i’li’m’l‘ﬁl“ﬁ’ NMR Lﬂiaﬁgﬂﬁmﬂﬁ'ﬂiﬂrﬂ L7% Buserelin (Ph.Eur. 6.0), Goserelin (Ph.Eur. 6.0), Tobramycin
(Ph.Eur. 6.0), Heparin-low molecular mass (Ph.Eur. 6.0), Hydrocortisone sodium phosphate (BP 1998),
Amyl nitrite isomers (USP30) 119%n15%47 NMR 011#un3% amino acid analysis (AAA) Tunnsigast
LananwaivasyIindumaidn 1w oxytocin theaaiafiltlunsiiames aadnldisvasaavinazas
imﬂ%a@ﬂtymlummmaaaummgnéfawaﬁ‘ﬁ"il,mﬂ:ﬁl,l,a:ﬂm,l,ﬂaNa WONINIHANTILATIZAE
Qnﬁam&iuﬁﬂﬂiﬂmﬂ“ﬁ High Performance Liquid Chromatography (HPLC)®

Gaud Ph.Eur 6.1 41311 NMR mlﬂumsﬁgaﬁmné’nmﬁmmLﬂﬂ"lﬂﬁé'amﬁzﬁ 790V IR,
TLC, electrophoresis az HPLC Taavisn1sansianudulylelunisin NMR s1un AAA luns
Agattiananwoivasiding Kellenbach uazame® wudisidnaiuzed 'H-NMR §18130180AY
wand1suazAgaiionansnivaaduing 8 wila laun Oxytocin, Desmopressine acetate, Gonadorelin
acetate, Gonadorelin diacetate, Buserelin acetate, Goserelin, Protirelin Lz Tetracosactide laslt3sny
Wisuiisunumunasuaesanse19ds uazlidesrinnnsdesaaisniaaziluiiazar lasianizang
FUWNTRATLRINS Buserelin (Glp-His-Trp-Ser-Tyr-D-Ser(tBu)-Leu-Arg-Pro-Gly-NHEt) ez Goserelin
(Glp-His-Trp-Ser-Tyr-D-Ser(tBu)-Leu-Arg-Pro-AzaGly-NH,) G9finsaaziluuand1snudies 1 6 uazes
RINNSOLENANNLANGIIVINTABER U LT glutamic acid (Glu) 1y glutamine (GIn) LLas aspartic acid
(Asp) N asparagine (Asn) 1a®

v

luﬁﬁfﬂwamﬂm""samamiﬁgﬁlmaﬂﬁﬂmﬂm aadUIndursniadas 'TH-NMR enutarinnualn

@138
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Buserelin BP 2019

Buserelin Lﬂuiwﬁl,ﬂﬂ"lmﬁé'aLmﬂ:ﬁﬁﬂuay&w”uﬁmmaaﬂuu gonadotrophin-releasing hormone
(GnRH) Usznaudensaazdlu 9 ¢ §lusaauninua 86

myAgaiienansol RE35 HPLC (A) 390U NMR (B) %38 HPLC (A) 333U AAA (C)

#7307 NMR TAlaSouaretaduasazans anudutu 4 Sadnsudeladans luaiwunay
984 deuterated acetic acid R W82 deuterium oxide R (20:80) uaqtIsuiisusidnasuuay 'H-NMR
Tug29 0-9 ppm Husnasuflaana1381989 (Buserelin for NMR identification CRS) 49103831
RIRTANLANNTNTY 4 Aadnsudaiafans luavazaashaidslnis

Tunsdinlifanss1989 Kuzmina uazame™ VL@Tv‘ifmflms’maaumwgﬂéTawaﬁ%msw’“q%ﬁ
lananwoivad Buserelin lagldinafianisfiiadssuuniuwinislounusuuudis 9 lunsnilassaie
matedununsiSsuisunuaUnasuuas Buserelin for NMR identification CRS Gatduanssn98efi

snnusspIsLdy ldsansandalalosuazdasiineg

Heparin sodium USP 42

Heparin sodium dud1lalwdusaanlsa (mucopolysaccharides) w3a'lnalaazilulnanan
(glycosaminoglycans) Gaidulwanzaanlsddidusmeoaselifaman dsznaudelousanlsdiSoadana
las'lauzsaanlsdazdsznavane aminosugar 7% N-acetyl-D-glucosamine (GIcNAc) %38 a-D-N-
sulfoglucosamine-6-O-sulfate (GIcNS(6S)) L&z uronic sugar L% glucuronic acid %38 iduronic acid

nsigadianansaldasldiiunu 5 35 da "H-NMR (A), Chromatographic identity (B),
Anti-Factor Xa to Anti-Factor lla Ratio (C), Molecular weight determinations (D) wazMINaav iy (E)

#%IUA% NMR IhleSoualat19lasn1sazans Heparin sodium lAdanuiduduliasnin 20
faansudofiaasns lu deuterium oxide ML&n 0.002% (w/v) deuterated sodium trimethylsilylpropionate
uazoratdy EDTA TalsitAin 12 lulasnsusaiadaas the chelate uusn1fianinasinaaniain
NIZUIUNIINRG heparin UazANATUNIUWNIIIARYYID NITLATLNFII81989 USP Heparin sodium
Identification RS l#la3aaeeiBiaeIn

lumsigaiiananual l¥anidu baseline NFY AT 8.00 19 0.10 ppm azWLF chemical
shift W83 H; Y83 N-acetyl-D-glucosamine %38 a-D-N-sulfoglucosamine-6-O-sulfate, H; 283 2-O-sulfo-
a-L-iduronic acid (IdoA2S), H, U834 «a-D-N-sulfoglucosamine (GIcNS) LLazﬁy;Luﬁam 84 N-acetyl-D-
glucosamine L¥NAU 5.42, 5.21, 3.28 (doublet) LAz 2.05 ppm ANAGL (NAREYQID + 0.03 ppm) e
1MANNFIATE baseline VoIFYAUA 5.42 ppm waz 5.21 ppm udamanaiy dashinudynmla
vuadnasulugig 0.10-2.00, 2.10-3.20 Uaz 5.70-8.00 ppm ﬁﬁmm@qaﬂdw 4% maammgmmﬁwaa
119 2 FyaMINET uaﬂmn‘f‘:ﬂ'amawué'tymﬂmﬁﬁmm'gdLLa:ﬂ'w chemical shift @19 § Tuz4 4.55—
5.21 ppm Goidusy ey 1MEn 9 189 heparin wazTiN (lu31 HOD) n3dk porcine heparin a3 lainy
a%‘tytywmﬁﬁmm@gmdw 200% maammgamﬁwaaé’tytywmﬁ 5.42 ppm Waz 5.21 ppm Unaldnasu
lugia9 3.75-4.55 ppm
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Heparin sodium BP 2019

Heparin sodium Wuinlalwausaanlsdnsialnalaesilulnauan n5lUsaan 41 62

nmIRgadianansoidadldiunu 5 33 fe mMaazAgns s anti-factor lla aa35lu
Assay (A), ’“JLﬂﬂzﬁgﬂ%i%ﬂﬁLﬂ% anti-factor Xa (B), NMR spectrometry (C), HPLC @nuTarinnuiawad
Related substances (D) waznInasaylaidsa (E)

#1113035 NMR liaTauaiatne lasazaty heparin sodium 20 adn3d 1w 0.7 addasva9
deuterium oxide R 713 20 luTasnsudainfans ve9 deuterated sodium trimethylsilylpropionate R W&
fdyamil 5.22 ppm Suwnaidnnin 80% vasrwiavasdy g ma 5.44 ppm Widw 12 lulasnsuda
880084 sodium edetate R a9lUd78 #WITUMIL@S8NENI819849 Heparin sodium for NMR identification
CRs liiasoudsdfidsani

lumsfigastiananwol Fosnudamuwalnafi 2.04, 3.27 (doublet), 4.34, 5.22, 5.42 ppm
(MNFQYYI4 £ 0.03 ppm) uazifianlSpufisunuaUnasuuas "H-NMR 2849 Heparin sodium for NMR

identification CRS A1TWUAT Y 1v09%3jiufinlu dermatan sulfate 71 2.08 + 0.02 ppm wazdadlainy

'
a

FYYIUWNTVINAFINIT 4% VBIFYYIUVBS heparin 71 5.42 ppm UUFIUNAINTII 0.10-2.00, 2.10-
3.10 Uz 5.70-8.00 ppm 1#aNIINAANAINLATYYIMVBIGIINaEABUAZENTER 9 lub heparin T9A1372Y

laruananslaing

Oxytocin USP 42

oxytocin tulwail Indaesluniszneudionsaezdlu o ¢ Slusnaunnug 66 a2

mygatiananuaidadliTunu 3 75 fa HPLC auiTlu Assay (A), NMR (B) Waz Amino acid
content (C)

#1%30AT NMR 1iiaSeu oxytocin ANty 10 Sadnsudaliasaas (Uszana 1 Aadaasves
A28 oxytocin) 14 sodium phosphate buffer pH 5.0 M lRutasuuusiianuds (Iyophilize) L& deuterium
oxide wivinlwutanuuutifanudsinass antiuldy 1 90850 va9 deuterium oxide 7ifl 0.5%
deuterated sodium trimethylsilylpropionate lunsieSuua1581989 USP Oxytocin Identification RS I
L@38UABADLALING

lunsdgasiienansal IAdSsuifisuansuzresdyarandya i slusidnaiuzassns
A10819LAZ817871989 61 chemical shift @adtdannis (£ 0.1 ppm) windayu mwluailnasuves
sdatamAnwnaygainulusdnesurassnssreds dasefunelildininnasls ﬂ%ﬁﬂﬁﬁuq&
VBIFYYIUVBINY acetate UAZ deuterium oxide 7 1.9 ppm U8z 4.9 ppm AWEG FERIIRUNATY

YAIFNIIBLINUFUNATNVBIFNTANIBI 81ALANG1INT Lo
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Beta Glucan USP 42

Beta Glucan I (1,3)-pD-glucose polysaccharides LRZ/AID (1,6)-4D-glucose polysaccharides
finulu cell wall vassyRT wuafisy uanden

nmafgadianansol 1995 NMR 189351687 lasldazais Beta Glucan 10 dadiniu 1w 0.6
8383 109 deuterated dimethyl sulfoxide w19t lU1warusaud 100°s win 1 52lug nTiuida
deuterium oxide 0.1 §adaaT lwMILAIBNE1381989 USP Beta Glucan RS lilaoudleitiaeny

lunisAgastiananual IdldSouifisuansazsesdygranndyarslusidnasuvaes
9208918 81381989 Tandn chemical shift da91vinf% wona Nl af1wIns relative percentage
U84 (1,6) linked glucan 2z6a98lA1 10%—18% Va4 total linkage

NNIRIWIT relative percentage 284 (1,6) linked glucan ENRILUAREABEN Iem aiuile
5 039 wdamduads lagduwanldan

relative percentage U84 (1,6) linked glucan = {A/(A + B)} x 100

A= ﬁuﬁlﬁé’zy@ﬁmﬁ 4.27 ppm (\uatymsad H-1 vad (1,6) linked glucan)

B = Aunlasy i 4.52 ppm (1usyaim H-1 289 (1,3) linked glucan)

L% a 6 [ 6 v [ o o o 4 @ o
#anIInNNIlE NMR lunisgadianansaioiud lundzdrsvusdriudainunlslums
aeFMIUSI Y [ MTALaTZRNUSIN T CoH,NO, i Ta Assay 289 Amyl nitrite (USP 42)
N133LATIZHAT degree of deacetylation 14198 Assay 1849 Chitosan (USP 42) Lazn133LAT1EHRAN
UYSanmntaasziiluluada Specific tests 189 Goserelin acetate (USP 42) n13ld NMR lunsdiaszA
widTanaduui ldudndn thasanundsnusiludagiuilasiaindudon niadia3ing
lulamalulagannnimsdaanziiduluanain 9 uundy aadn1IenIIuazE1TIaRIFaNTNI

fumlfunazih MS waz NMR anlfwnulumisuguammunindsauyindnnglu usp luawiaa”

n‘nmqﬂ
IﬂmauﬁamﬁmﬁmmuaﬂLﬂﬁnLLuuﬁfmﬁﬂImaIﬂﬂLi‘flumﬂﬁﬂﬁﬁmwﬁwLWW:LM:@NQG
§ ' o a ' o { ' o X VR
Lﬁaamniﬂmamma:mmaaauw‘%mmsagluamwm@aammﬂuLaqaﬁl,mnmanu TJuagnudwau
Aa & d.i d‘ (3 o a ' ] % =3 ) [ td‘d
Blanasauuazazaanan g Naavsay vinlwllsaauiansislounud ldvinne Juseadusyurmwnd
@ chemical shift wan@19ni wazldlunivasuislassasninianduasdunioavle wl 'H-NMR 2z 8
' o N ' A & o & A A v 1 ° % =
an ldantadn meiwgﬁlmaﬂanwmmaamswﬂmaqammﬂmymzl H-NMR 8131301 16320152
" Y 1 ad = > 1 dl L% £ 1 = s o a 6 a 6 @ a
Lidagrwitmiasuualatsnsutan 'H-NMR mvlmumimm’[ﬁ’l,ummgamaﬂaﬂﬂmmq@um

autarmrualudinewuldnnItneu g
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