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Solid-State Nuclear Magnetic Resonance Spectroscopy:

Fundamental and Experimental Basics

Pornsawan Amornsakchai”

ABSTRACT

Solid-state nuclear magnetic resonance (SSNMR) spectroscopy is one of the most
powerful techniques for the elucidation of structure and dynamics of many solid inorganic,
organic and organometallic compounds and materials. The aims of this article is not only to
explain the basic theory of solid state NMR, but also to describe the important experimental
methods, cross polarization (CP) and magic-angle spinning (MAS). These basic techniques allow
us to obtain high-resolution and also high sensitivity NMR spectra, which are close to that of

solution state NMR.
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YN
Tul w.q. 2488 (A.¢. 1945) wesisad (Purcell) uazamiz [1] wazudes (Bloch) uay
aaz [2] lanudsingmsalvesiuadesunam@nislsuuud (Nuclear Magnetic Resonance: NMR)
Toe wesisad uazamz 16 unairu “yanausnveadudonets (NMR) suiluvedsaouiodlu
lywnilu vauziudesuazamzldi “yanaves Wsaeu 1duones (‘H NMR) fegluluianam
goalull w.e. 2492 (a.d. 1949) [34] lalimsAunuialidadud (chemical shift) & aed
mumitveudazezaeniogluluanaves 13 adinaniudiameduaziszlomiognaly
o o 1 o v g [~} '3 I A Aa o o ]
msmvuamumivedlsaenluluana  mldeudnerinaeiumaianinnu 1dgsdens
Aanzdlan Suluanaves 13 mslfvwdnersusnusafaegiu 1518 ez sazmenhi
o/ 1 a < A g [~ 14 A 1 Ao o A A
Fald wnsadiansd siduvewdald eswnanuuandd 1dyvesmsiadeuiivesluiana
& A Ado o o X o q v adg vy a = od a X
YOI 89 AUy mIladeunnnialuvesudsiiiownlimgugnlsedinedsnagmsaiiifayuly
Tsda 1andudues (solid-state NMR: SSNMR) fianututeuwnnnai wazsududesiann
a A J 1 A 1% v Aa o o/ 1 13 [~} [~} '3
madiafiawine du Weldld Waadunflanuansa 1 Mednves °C BwdNe1s waan
A . Aa ¢ v 2 & ¢ A o 2 ¢
Yos0zaiy (alanine) M1ATLYAIE SSNMR uaziduoNesved 13azanerizolsgdu omowdnes
(solultion-state NMR) 1 aalugiit 1(a) uag (b) muanéiv mswann SSNMR Tuedadnlidae
anugaanduedinn ndluisesssanuiinlimmgeiuazmamaiialummaass eglsiau
Tuilagiiumsdiensid qmiluvendess SSNMR fanudnvthinn uaz wisamldhene
A wsadtanzd wlsgdu wndwdnesdmemslsinaia 3 maiasiuiu de win
woufa Tudls (magic-angle spinning: MAS) a3 Iwanlsisdu (cross-polarisation: CP) uag
Tsaoufduilaa (proton decoupling) [5-8] (93U7 1 (b-e)) Bewzldafnensazivealuunanuil
goll lasfimaiiana mmadiadendniidianu 1dgiuednddemsiiengd 1sliduvesnda
MAlG waesuniimsuenediedanu  wsaszymumisvenalicasdan dedauiven |
Tase $19ves 1muazwam asves 1wimiuvendwised quinld waghildhiiammzvesnda
Bunsdhiiu veudsetiunsd [9-11] wedwes [12,13] 159engndnwen [14] A 1wnsadane
lddhe SSNMR 15ufin
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siit 1 dhedi °C iBuidues waenwesermiluiildnamedia (a) Tegiu wmiduiduens
nazildmn SSNMR luasdinflu () amz 8ad () Ay andilduiullsaeud
audas (d) 16 MAS geedaden (IW15lUsaeuddulds) uaz (e) 15 MAS saudu CP
uaz lusnoudaulas [15]
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unanNinit wenielideyaiugnunindesmsanuianudilansiundnmaven
SSNMR uagmaiiafiiniudediidesnnmaasidieinses SSNMR  ilalasiiimes Balindniu
galdlvideyavesen 135819890 AgNAEIiU SSNMR Bnéne

1
=

unanwilutseeniiu ee umdn fe 1) ndnmsiugwiinerdestu SSNMR 1
avendennauandevesnansnuvessuasismeluvesluianadl wwald wnanvesvesuds
uaneenNYeImaIYe 13azme uaz 2) maiansuivlumahmmaseuiiemianieansuas
Medainan Al waenifianuauda g fgamnvesmiseniiazidensudenfuildnn
Isgdu ndudnes

[ aa 1T a 2 g . .
UAINIPIITHINUNAAYS (Nuclear interactions)
udnes  Whanvewsumaie 1sazmenu wsatuiinlahienilunsdves
2 ! 2 A4 4 . 2
vouduiuegann Weswnmsiadennvedluiana (molecular motion) Tnweara3ININ
o an 1 a = 0‘4! I o’d'd o . . a 1 d‘ =)
duasisenssrINiedsisuunnmes i (orientation-dependent) luficighes) ieiiioy
fu wnwimanmeuen (external magnetic field: B,) 3agnindanazindniulla ‘wwalild
Aa o T a v I o 14 a2 v Ao o 1 k% A
wWaanfiianuanga 9 udluvazierduamli a " edeyan agransedilidie 1lieann

maindeuiivesluianaluvosndeiudniluveamannn Sunsismsgninindeifadndiog
wazin ingufveadudnes luvesndsianudufousnnansdiveswearaiso 15azmegmN
Iisweshmeanuiilanansgnuresduasizede Waanvewwewudau saou laginsannnaia
Tmilou (Hamiltonian) vesfhuaded Tu duilunasimwessunsisenssniniindes Ty e u

Ao dumnienves Yumely (Hy,) wazmeven (H,,) [9-12] &3 ums (1)

(&

H :Hext+Hint

total
=(H, +Hy)+(H,+Hes+H,; +Hp) (1)

e H,,, Uszneudodunsiseniy um!.m'mﬁﬂmauaﬂLLazé’umﬁ%mﬁ’mﬁuﬁmq
(time-dependent radio frequency field: B,) Weuunuiig H, uag H,, mud1au Faha eawariifu
Megfumamuauuesdiiimmaaes nasfinnemnant Hy, 1n
H;

(scalar coupling) uazaIvAzlna3AULEY (quadrupolar coupling) Bunudie “ydnwal D, o, J

ot Usznovldde lalwansauilaa (dipolar coupling) Fanaa (shielding) InanAulas

o w A ¢ Ay A ) an P A ¢ oa v oA A A A )
nag Q MuAAY lasinaing 1ty Ae duasizevedtinedes Tuiu shegious vie wwndex
walsananldlavusuReulvvesmmanes nazitudnwaizaimzvetudas 15 wlaszdnm
YWIOMMINAa0 udazwaiianuvneaadsliil

2.1 lalwarsau/as wie umsnse1tag (dipolar interaction) wie lalwa-lalwa
o/ a . . . A % an U a =) d' a 1 1 1 (% <) o an
AuaN (dipole-dipole coupling) @® dunsnseszrINihad leliAnrusesnwaduduasisen
IMANIDUUATY  BausansemaanantiuiunaINyedunsnsenIninnnesnoNsialAeIfY
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(homonuclear) wazaasiaAu (heteronuclear) 5uw55%81%ﬁﬂﬁﬁﬂiziﬂﬁaEJ'NJJ”Imﬂ'ﬂmiﬁﬂ‘ﬂ
Aiangimlan Suvesluiana Tnsunavesdunsisendnaniuegfussogiassnivozaeu tio
figozaouderinfunazii Tuid sedofu Wy T 1 uag S dofuagdeiusziall anu “wius
wosdunsAzeningszingozaouiidesiioful wnsau adldde ums (2)

Dys = (4, /477)7173?1/27”1?5 (2)

e r unuszEzHNIEHINIadlens o9 5 uaz y, Ao oan wllsunnudn
(gyromagnetic ratio) Y09 T I uaz S muaau Wiauamzveudaz Ju laoh Tuns esdims
v A o o o 1 S o A A 2 1 '3 [
FaGeIdIMyN 0 iy NNWIMANAIIUN 2(a) WD 6 AB YNIIMINVRINNNDT 1 AU B,

AN 1ARYYe U3 (2) Ao ManouasReTIgi v “yanameneeniilu 2 @ Gond
“Guian 1Uaada (doublet splitting)” lasvinarivszazyeImIueniinegiumynNediivesiuse
seringiadlody wmumlimanmeuen (9gUf 2(b) unudrewl D(3cos®@—1) unaz
A o o g = g o Ao & Ty W
esnnluanaluvesndalszneufudundnvinaianiiununniianyaziumsinegaiain
(microcrystalline powder) #Inanaliiimsdazesdd luianiedngeg uoy M (random) 11
vnganun @ Aeldnna aaud 0-90° Jwhlldsunuuunsenn “lalwanimaaesunmidisu
(dipolar powder pattern)” (QgUh 2(b)) szvingued Vundniu BuAannmIfouniuves o

wWaandesnn Yu mg = + 1/2

(a) (b)

5N 2 () dhedrvesmsiaisesdivesgues Tulld szdeu I uaz S AU wnusliman
(b) Wreeiuwmisune asielalwaniaudas (D) “wsu T I vesszuy IS Falszneu

v
=

fe 1Wnasudes 2 170 LUV AdielATeNg + 1Yo Tu S AR T en

v

(spin state) WAL +1/2 nagt “wszin asmeiasesiing < Wuves Tu SAT Tu 1o
Ay -1/2
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2.2 inmAVlas nie dulmisa Tu- Tu AUYAS (indirect spin-spin coupling) 1Wou
oV I o‘d‘ a =3 % a a = d  aj d‘ a é’ 1 a d d'd 1 )
wnudne J iiwainednedamsauldwwesiiedes TuniAedurudidanaseuniogsous 1o
= 1 g a o a d'l o/ ' a ) a v 1 4' 1 ) d' =) J
snGaninumsifedn/daniuiusssgrninteglo mulnfudimaiveansgain vielmisenh
“AAaNYeIMIAULAY (coupling constant W3® J coupling)” HulMAIUANAn " LAUAIANAY Hz
d! 4 1 = d'sl 1 g o a 4'4 1 v A 49( v o ] 4! A
sygasnanivinamiosnn lnlwarsauy/as ffienlundn~u kHz 3wl deas “unaedrmilande
J coupling tulsi mnsamialddremsiadouiivealuiana mliiany dgdemsdnululsgdu
ANOUBNS ud msulu SSNMR udd inwnvagli wnsa “anaiiu J coupling 18 1iiesn
PnaniognNAAUYaIdUe Lo
= 2= A v & a é’ A'Q I~ d' ] a a d' o
2.3 Fadiv (o) vizennauAaIuINMINdLanaseuiedsens iadlefis wlam
v d'o.l . a A 1 < o dy I
WL (shield) dndwaves wmnudimanmeuen lagvnavesmsteiniulimu ums (3) wag
ismndianaseuldIdlimsnssneimuuy wnasseu iade Jehlimalluudaziamaldmhi
(W3eisenin Fasavueulelensell (shielding anisotropy))

B, =0B, (3)

iilo ByAn wuudmanili (applied magnetic field) wag o @ MuIBOTMIIN (shielding
tensor) VINAuasfianvesFadauenlelsnselivegiviiamivesmnivesluanaiy B, Meen
vosaaalinesulugn 3 u asdamanedveduanamuunuranivinuuazasmIniy B, uas
BUAINILFAAGY (shielding interaction) Haz HadeaNuATLALdNYMYRIFUNUVLYDY
J Aad d'
NNNADIUNNINTU (ﬂugﬂw 4 (a))

H

} \Cl
N SaCl
Cly™Ng, Hf

Cl

JUn 3 mynedvesluananasliveduiy B, NinadeBana

NANaNId o JuegAumINNdivedluiana uaz MANN WRNTIAG N3 (4)

o(0,9)=o0,, +g(3 cos’ @ —1—nsin® 0 cos2¢) (4)

d' 2 A A 4 [ o/ v A =) 1 a a o/ 1 =]
o 6 Uag ¢ AD 3;!3»1‘1/]!.ﬂEJ’J“U'PNﬂ‘]Jﬂ']TJ"IW]’J?JENTNLaqa NU 0 AD HNi%‘H’J’Nu’JﬂﬁVI.’EJﬂU WMALNLYIAN

=) 1 o o/ d' 1aa A o ) = 1 o/ 1 1 @ a Aav A d
6,0 A mmiiaumay (hififianma) fade ams (5) Wieianmainann “lelsnsellaiAifaBna

(isotropic chemical shift)” wazillesnn o Wimuseinuenvnavesmtludiaseg Iasiien

Usgnoundn (principal components) #i “winsAvAananiiu o 0ay o,, VOUNUILOS

XX? O-yy
(mugasmatuiumusesoudun o9 (second-rank tensors) it aal@lugivemning 3 x 3) &

Adananvideyan AgneIfumMINGIvedlanalundn
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O-iso = %(Jxx + Uyy + Jzz) (5)

0 ) 2 ¥, A s . .
515N — (3 cos? 6-1-7sin? 0 cos 2¢) nNailNadatvdueulelsnssl) (chemical shift
anisotropy) UNUMeMILe CSA Basznoume wniAanaueulelsnsel) (uinude s veurieenls
£ 30 A) nazanuld uAs (asymmetry UNUAIY 1) AA15EHIN 0 89 1 0 agldas ums

6 = Uzz - Oiso (6)

n:(axx —Jyy>/6 (7)

Tumsmvuaunu x, y uag z dananasil [19]

Uzz Uiso iso iso

Z |Uxx —0;

>‘ —0
—Uyy ag

Al 2
1 ums (8) wldnh o, >0, >0, W00, <o, <o,

!
A

o AV v 1 Yy v 1% J o/ 1 I 2 & v =2
aanlananlluditnedun  1sedunianaziluvesudsnulsznovlideonindn
[~} o A o/ 1 1 g = A I 1 A = o 1 I~
vinaaninunniinehedhiitlussifisuioduwy willemeniy muwimanmeuen
e 13dedwegluame dadeziszneulidendnuinaian uazudazrdnimredinandiai
WNade “yanaanuaveududNINuAnNMIA UMY aaSugesy Yesudaznanmvanil eI
Azhild Wassunfidnwaizame Bean mueesunnidsu dw adugn 4 Fuiludnwas
d‘ a é’ = da = o % d‘d o =
wziAadunanavestadaweulolsnsell  “miuluananiianu wnas 3 wWnasuagl
anwasziiul “unandadaguin 4(a) vaznluananiisasiinmata (shielding constant) wWasuuila
Tumugyueng veamsned  woesuesizuisniulaneenll Juedivdnbmzany uuns
(3UN 4(b) uaz 4(c) Buananil ;nasmuunulaunumia visouuuflizend NNaIMNUAY (axial
symmetry) # n=0 dnwauzved waasiumugn 4(b) wiulwagadnvasil 1ndnliuny Z
& A A o A a v o = A P
iWunaunving (Mserndluiiaifen) duiu B, 3udeu o, Iiil o, wag o, =0, =0, uennn
tanumnuinyedfianimsiaisesiiluudasynvedluanainsianuamnnnivietiosnini
Yuegiy o, <o, Wi 0, >0, [10,13] wiunsdllugin 4 Wuwww o, <o,
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(@)
o
(b)
_J .
(S (¢7
(©)
c
—
Glxx Glyy GIZZ

silit 4 wmunmeewmeeuisuliAanAnavesTaduenlelansel “miy
(a)  Nw3AIN (cubic symmetry)
(b)  w@IMNLAU
(c) WA (lower symmetry)

2.4 meaglnasaulas wseounsnse1 91 (quadrupolar interaction) \Wudunsnsen
o v A = ‘d‘d d! = 4 d‘ a -
wiuiluede il 1> 15 Baaeglwalumug (quadrupole moment) M1 1W3AIAALIINTZNAY

= 4 a d a 4 . . . o ¥ o an :d'gj A
nIIAeun WNBLaneInGg (electric field gradients) luluiana MWwNaveIdUAIAIEN " Tl
nmiu"y MHz  wnsafesnlSouiiisuvinafunaves)nngmaeifiy (Zeeman effect (H,))
veniflulien mreaglnarsavdas fidwnnni Inlwarsaulas uas CSA uennAlduasisen
:d'gj [ I [ d' d! A’ 1 U = 1 é’

PRmdunansznududuN 89 (second-order effects) Baluunanuilazlivenaids uil
pgalsAmudn ule nnsadmiianfnldluien 159 Wdmmeiay [16-19]

W lalwarsavdae wazFadavueulelsnsel tuialumsysznauuunanseny
BuGUNKil (first-order effects) NYuAVWAN 3cos’ @ —1 wazmuinfiudimaindeunvedluiana
Tuveeuds nnsaiiaduldreudenifiesouiisuiluvesmainise 1sazany Jarhliduas
Aoinandeduiinadednyazves Waaduveududuenivesveudedsuinenn waziiany
(A 1 AAY v (% <] I~ '3 =& A AV v 1 a
Fudournnnsdinlannlsgdu wniouone1s lwana wsaadeunlded19d szuay

3 = °o o A  ga A o P o aa AT o A
1A W wnsamiagadavuenlelsnsell duansendag wag duminier 91 eenllld 1de
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e lolsnsetlaaiidaduls was J coupling MW waaduniimsuen 3 uasiineazidean
Fa1au (high-resolution spectrum)
gatnlunsdives SSNMR msnazlam®a 1wnasuniineazideaveamsuenngaiau
= Y ~ o < s =2 o & v ) A A A A o v a a A
willeufunsdivedlsgiu wmdudnens Jwniudedlsmatiafiiawlumsindsrsomiadninai
faasdnegeenly salduamslfimatia winueuda Tutia ase Inwarlsistu uaz Tsneudduld
i matamaiifumaiianfidnsanegranalumaiianzivednds ¥znanngazidualu
Wiveanll

wInweatia Yutlwmaglanmnesaauilas (Magic-angle spinning and high-
power decoupling)

P
T

ounszentag uaz CSA wu iuduasisenivnediunal 3cos”@—1 aaldndnly
udduuu lag 6 e “wwusau B 6 ums (9)

<300529—1>:%(3cos2ﬂ—1)(3cos2;(—1) (9)

A Y A ' . . o ¢ A A ¢ A A

ey WuyuAInIEINuANYIYY (rotation axis) NUNAMBIYEINIAGET T (93UN 5)
waz 6 Whagwindul/ldiauein 3dednninneiild sazn B ullugussnihaunuviyuves
fModnauaiy mnudianmeousn 31 wnsamuuaiuailag Aladiemmaass waziile
finrson w3 (9) warl 3cos” -1 agiamiugudldndeiiommmuali S = 54.71° Sl
yH 54.74° gisend “uidnuediia (magic angle)” Tummaaes 136vE1998gnUIIPUMBULN
= 1 g vy A o 1 v o = o/ 1 < A J
3onNl5e3 (rotor) u@NBBINYNINAY 54.74° WeuAy wnwimanmenen lasilsines
WTANHUTOUUAUNNUAIEANINITITOUANE) AU (spin rate ¥30 spinning speed) HIYUBEAY

a'd‘ v R o 4 = a o/ 1 dyl “ a a a) ISP A = ¥

vnavedlsineinld Juhliimisenmatiadindniin “udnuenia Yulia” viewenunuiie MAS
[5,21]

A
rotation axis

B

Uil 5 uwumw MAS veslsimesniionnisiseumsvu (v,) uaz r fe namesszriniiades T
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qatiu gy MAS g lisunsisens CSA wazduasmendaguugnaialuld nande
e sunnisuzgudmnanaiu u waedunueniumuanuangnmmiadielelsnselaail
AaBid nennnil“anlldnnmsld MAS fiidnnsiseumsvyuiieaniawes CSA (lumheanud)

o 1 v <] a A J < . . . d! I d'd' a 49{ 1

gmlin “unawiu Judislesduuud (spinning sidebands) Fuiluuavenudnifadulusgniems
viyuvadlames laefszesiesgninlsduudmiudaniirseummvyuinlslummaneudasai
(@fheglugi 6) eanumiseumamyugmmMIiisvuIINAAIAIved CSA 92 nasens
minlsduuudesnlyldinmue uazmdemmslelsnseainiidagdvini

100 50 0 -50 -100
dp / ppm
A o 1 < =} J 31 A o [% 1o
sUN 6 fMeduouene’ 1WanTves * P 983 SnHPO, iaminaaeesig recycle delay 1Winy
300 s NEAT1IRUMINNU: (a) 1.8 kHz 93 Ay 32 A3 uag (b) 3.1 kHz 91wmms
w16 @33 9o “una” Ao Tulalsduuudniissaziassniniunhiueasisiseuns
k% o 1 a Aav A ¢ 1 A A o <
YU (ude ) uasmuritedlelsnselamidagndnuazlindenulauiiodnsiad
4 v
soumaviyuilasuly unmidae 1

pglsfimunsld MAS ifigsedadeniuli wsamindunsise1vidlaeeiad
U3z ninm nalilesnnduasisendenanianiunats ™y kHz 19y duasizendigizning
3 o/ A 1 o A V& A o <
asvendulsneu vieszninllsneudulsaeuies Balundmmuany unsalumaiiingnia
soumasnign Tudlagiumldnni @ Ao 70 kHz #emsld 1.3 mm MAS Probe vedu3snujines
(Bruker) #afdatipsnhumnavesdunsnaendng danu Jufadnmaiantiadu egiamiavie
o an & 14 a A = ' A o A W 1 X a [, Py a .
anduaInIIgiianaiadledustiodu maliadsndniisend “lawnneiddulas (high-

power decoupling)”
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adulde  nnsamldlasmsléaduinganudu 3 (strong RF field) lUda Tumnl
V v =R 1 dd” ¥ o R d ¥ o 1 1 d' = 1
doamstiuiin 1wy lseen (unsdilindesmstiviinansven) lnsazdevhedndeiies Fua
Ay 1a v A d . A
MINAVLDINI8ATAUADIIDY (continuous wave decoupling W30 ‘CW decoupling’)” NNHAYD

v A v d' a dy o Y A d‘ 1Y A= a 4‘ a 1
Mg Meaduinglasld Tumnbidesmsiuiinifams/dsunas Ty on (150 wnvea
= 1 < A = U an Y 14 a a = J a o =X
o uaz B lunsdiveslsnon) agrnadd Wemsuiuduasisevigiiianniadlemestiniuie
o v a A X s A A & A o =R gaA v . a
mlmiansdauialsnenunnaiven 8n wmilnarsaszmingande msld CW decoupling aH
Usz " nEmwddeemmanaaesi muudimanli snain (Jesnh 300 MHz) wazions1is
soumManyuiiaNg ¥ wiiilomnInaaeafianuguves nnuman a9 sz niameeansly
. 1 < ¥ o A Y < < 1A '
CW decoupling anasednwmlaga lasimmziielddnsziseumsryu 4 uaziuamfisnna
duasnserszrinldsneudvlsaeuszimliifalsngmsalniiond “islsuuun oonwiza
(resonance offset)” uag \HadeaNNnIvves Waadunnaninad (aananuniinany
2 = A 1 °o v o an Y v [ a2 i & A A
ATININ) esnnli samiadunsisntigesnildtuies dearmnudneduwilenae e
£ [ A A J o 1 (% A Aa 1 < Y o & [% ¥
#BIMN1INAABINIOTATLHAIDENMIBIATEY SSNMR  A1F muwiman auuiniudesls
o 2 4 g v A v o 2 v A ' g 4
sanmseumvyumTImailde mulnfudrdasuTseumamudesiisnaniianuiinlslu
1 g A$ ' A J A 1 o Yy X A o o I s g

wnuimaniinnn (Helflameivinafiningy) naliemialsduuudniunainnnvnaves
CSA MsnnTumy Wnwivdn (9 13 (3)) 15u nydlveamiveuluryasveiia § CSA 30 kHz
N wmuuiman 188 T

1uﬂﬂi;ﬁu1€1’ﬁﬂ151% TPPM (two-pulse phase modulation) [22] unumsls CW decoupling
Tns TPPM 1futa “Biau (pulse sequence) Nillsz mimmandilumsmianieandunsisen
¥g 1ieifisuiy CW decoupling lash TPPM 1lszneulidranmisssgndld RF pulse Hszoy

1 o/ 4! = o o/ [ 1 1 4‘ 124 = 1 d‘

nawm v T Falianu “winsiuanuuaniessihan veuuils ¢ laslymiy (QaUn 7)
ADUMIMMINAAIARIMAMINING NV T, uag ¢ 1" sAou WeINNI Bandliivuegiu

1
IS 4

anuisy (lwnheanud) ¥93 MAS il anzigniluudaznsdivesmmaass msls TPPM

]

o A v od & | A Aw v < A A o
mzAummaaedn wnuiivan ailuegnsandedlidasizseumsnyuiisinng  elild
paSuninsuentaY

| -0/2 [+0/2]-0/2 [+0/2 |

TPPM decoupling

X
H\ /\v/\
\/

5N 7 deduaumnyeaia “Frausuuuiaed (single pulse sequence) NHM31E TPPM 1ive
Aaulas Tisaeu
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v . 3
Aso -lnanlsis¥u (Cross-polarisation)
o g o~ daa A A d .oy

ase -lnanlsisdu viie CP [6] Wumealianiinanu wnsa anamaiianiianazmIi
16 waasundimsuonganu laglsiu Junnwuernvsedivsinanioslusssuma (rare spin 3o
dilute spin) feghugu *C uay N (feghe udfduduasveswnstadlon adumnei 1)
wmaila CP MA “ganawes °C ilinmnndudmemsaemuunillndisiunniiag lonfivsmnannn
TusssumalldsthadlenfivSmnanioslusssund 1wu 11n 'H T °C dofdnadrmilevesnmsls
maila CP Ao MIanIzeznmves recycle delay (V3o pulse delay) e suilunmndessonou
msna dﬂﬁuﬁ‘ﬂqiuﬂ%@ﬁﬂiﬂwﬁimﬂmﬁ 1 FID (free induction decay) ¥19il recycle delay %uagj
% 1 a a . . . . a =) d'd =
Aunamsseuameuuy Ju-uandis (spin-lattice relaxation time (T,)) vosiiadleniivinm
wamnldduumvaannillndissu (g Waneu, H) maudadmllud 7" < T

= wa 3 g g0 W A a
A1TNN 1 HUNVOILDULDNDT "ITTT]JU'N‘H”N]QVI.@

siaihaale Tu PSanalu San "wllsuunm@n, anudves NMR @ 9.4 T,

535UBA / % 110°T 5! v/MHz

'H 1/2 99.99 26.752 500.000
Bc 1/2 111 6.728 125.721
N 1 99.64 1.934 36.118
N 1/2 0.37 -2.713 50.664
o0 5/2 0.04 -3.628 67.784
g 1/2 100.00 25.182 470.385
2TAl 5/2 100.00 6.976 130.287
98i 1/2 4.70 -5.319 99.325
*p 1/2 100.00 10.839 202.404
1097 1/2 48.18 -10.021 23.260
199 1/2 8.58 -1.250 186.362

CP Wumailafidealdmanszduuuums “unieniu (double-resonance) “%3u 'H nag
fhadle S (15u "°C waz N ifludu) Tasdenszdudie 90° pulse NTosvodlisnon (93u7 8(a)
' o & = ¢ o v 1w A A A ' . P A
Aoy nawnuuunnilndsiuvedllsaouazgninliegiun (W3eisendn spin-locked) draadu
o da o 4 d ey e o, v = da
Inghilvmnaay B, wWedzmliidamsmelenunnillndistunngedlsneulids Juni
Yinamieslusssumnd sailudngewniisvesiadlelindesmsiuin “gana neiimsaelou
unaillndissudouiiuliauiSoulvees Hartmann-Hahn matching [7] s ums (10) meldag
JzoznMMizonM contact time (szoznaMunnilndissuiAamsaeloudenuuasiu)
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YuBiy =7sBis (10)

e B,g uaz By, Ao aduingnlillds TunfivSnanieslusssumd wazhlsneu

o o ) % 1 a a d'd 4 a
MU MAU ¥, uaz 7, ae oan whlsuunudinves TunivSnarieslusssund wazllsaeu
4 wmaila CP

gL 11 wms (10) “mapasiiiisdudu “a iy 7! 7s| 1Bu ‘yﬂ/ybc
ihilghrmiesmaiiin “yapaldiy Tuidivinadeslusssumanhiy  udde wnsaldty
109 "9Sn [23] I@suiu

ThadlefifUsmannnlusssund 15y *'P uaz low-y nuclei 151 'Ag uag

d! a = ' dyd ' a) a '
emu’mavlammumzaznmmiwauﬂmﬂu.‘mJ Tu-uanny N’]ﬂﬂ')ﬂ‘l]ﬁﬁlf]uu"lﬂ

90° °
lH _ X y y 90 -X
- CW decoupling I
X contact
(@) - \\//\V/\V/\
'H 90°, y v 90°_,
L
m _____ —— -
S "7_\/ CW decoupling I
X contact
(b) \ A~
\/ N\ %4

g‘ﬂﬁ 8 (a) CP wag (b) ramped-CP pulse sequences

maundnadrlumammanaass CP agmnuiINAUMIIE MAS 13l CP aziilse nsamm

v
2

fi_ann dielFsandseumamuiliiunn Tas wmBnslils (matching profile) vesndning
Aldualsmeuidnsazgluuiideniunte @l 9() Fidnvazvealnsliddandn asds
anuiisz “ninmeeunadia CP finsanainandy (intensity) 999 “qanavesiinaile
findesmaiiufin vinemg anuduves “yapanduilsdsufvanuduvesntuingfili Taed
32HLNABY contact time AN X

Fnnauizees CP umBelnilig ileedlu anz dadiidnsaznheuasigafnand
vH
Tihsmeuultsneu Tnefl v, uaz v, fio anudvesnduing wivhlsaouuaz Tu S muddy

= v MNANUNTNNATHIYIANN 3 (half height of linewidth) WALTUAIATNTIGIEHIN

A < ¢ A 1 [ o A A g Vv an U
eanNTIvedlswediin BnnTuazmiianuaves MAS dasnnnnduasfienssrinllsnou
Mulsaou wansznusiounndalnilng [24,25] fanwaziuanesnifuiiauoniu (93Ul 9(b)
A A v ay a 3 s v v % < 3 &£ A
veddnpazves Jullalsduvudnueniudiedasisseumsvyuvedlsmes [26,27] Balianu
Wity v, = v + nv, lle v, Ao davuiseumanyy nag v, Ao aNuANdeINs “una
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=) o 1 g g 4‘ a o/ o/ 1 g o L4 a A a
wag n Ao Mmuriwedlsduund Wefndnyazaina s " nEnwveamalia CP ana
A 2 S o < a X o i [ a A 2 [ [
iesnngamenaniianvaziunguinaduuny il wnsaldmsuamBanganananld deqld
gmurlvedlsdunudlumsarelouunnilndisduuny las wnsalddumia n = + 1 uag
n = +2 18 uennniianugnAeIreImMIMuNnBaianuenNAILRel A3 15950 M VLN LN
x4 N (v v
Yy Wesnndnpazvedlnsivdnldnauas

(a)

Signal intensity

20

(b)

Signal intensity

- —
40 50 60 70 8 90 100 110 120

IH rf field strength / kHz

310 9 fegnveusnBalnslng
(a) n3diln@niidnsrsoumsriyumah 3 kHz
(b) nagiffons13ITEUM MY _anh 10 kHz

pehalsimuldfimsuddamilifatudemsldia “Fiamd (pulse sequence) HiFont
ramped amplitude cross-polarisation pulse sequence (ﬂgﬂ‘ﬁ 8(b)) [28,29] Tﬂﬂﬂwstﬁuﬂﬁuﬁwq
Tugowedlsmoununide “udremiinhiy Aa,, (il ®y = 74By o ©, Wuarudly
rotating frame) YauzifiedfuaduIngues TufifSmaosziimasildnmiideleuunniiing
i wazmnmsliina Franddindniitiwewnmidnslididnvaznhetu  waltaans

BRNYeIMIMUNNTIal uag “ganam ldlumsmmmaeasiianugndeanniy
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nngUit 8 u adliiudemsld “flip back” pulse [30] lugesveslismeundmingas
naweardzsulml (acquisition time) Fufunmiseszhimahminaassiozld 1 FID Tng
m3léia ‘Fandn faveamsia ‘ves flip back szaseiud Ay 90° pulse MFlumeuusn 15y lu
aouusniiiy 90°, deiuia ‘asedaeziiu 90°, Usslewiiild de unnillndiwduvedlusnouds
o lufiAmadnyesnsm spin-locked HaWNFNNIA woaIBHulnd  wsanduAnduny 2
18330 shilfanszesna recycle delay adldluudazsouvesms unu 13degi aglsinm
msl¥ filp-back vziisy MimndAdeiiemyes T, | > contact time + acquisition time (iiio
T1p(H) Ao spin-lattice relaxation time Tu rotating frame) 99@23 “qmﬁﬁﬁzﬁm ua"lumjé}’{jm
Aewhmsnaass de msidenuermidsulmiiming u Miliflesnmaidenldszesnat “u
nulieg wwademsda FID ¥ wnasuue umnemell (truncation) ugddenldszezinm
ervuAnldazdumsiiia “yanasuni (oise) do waasu uasfufumsiinanafouliud

Tnsu (probe) MY

51

q
]
¥ =)

Foyanldnnlsgdu wndudnersiiudeninanllasun wazy aummzdunsizen
Telsnsetaniulolsnselaafidaduduas naduide vaigh SSNMR tufianududousnnni
Tundanulanauvesdunsizentng uaz CSA “miulinades Juid 1 = 1/2 vaznaves
% an A o [ 2 o an =\ o v v A A A g
duAINIe "1 w3u 1 > 1/2 Faduasisenmaiili nsamiadienmsiadeuilu 1simiu

< d! ¥ o ) ) = o 14 A o d' VY 4‘
YOI FINNAVNIAIVBIEIMAINTe 13azany I SSNMR Hidnsmwivglvideyainen
Aulase Hunazmsadeuiluluanaldinnni msléimaiia MAS iy CP wazllsneudau
Yasi wsamisld waaduvewwesndandianuganulumsuealddwhivildannlsgiu

nduoNes wenandl waanildnn SSNMR Hlvideyamiulszlomiveamusesn
1W30V0NTIANHAZNMITANWIYlanaiy NiManBen  1agsINGIRNN NS
serinlase Suliananaslasy $981aansedin “seus thadlednde
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