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Course syllabus assi5eu

eek

Introduction/NMR

M 8 August 2022
Instrumentation

R 11 August 2022 Chemical shift
M 15 August 2022 Spin coupling
R 18 August 2022 'H-NMR Interpretation *1In Make up
M 22 August 2022 'H-NMR Interpretation Quiz 1 (*H)
R 25 August 2022 'H-NMR Interpretation
Midterm exam (29 August — 4 September 2022)
M 5 October 2022 PC-NMR chemical shift
R 8 October 2022 13C Spin coupling, DEPT
M 12 October 2022 BC-NMR Interpretation
R 15 October 2022 2D-NMR, Review Quiz2 (**Q)
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Grade wnasinasldazuuy

ALLUUITUB IULAZANNEAULY d0UTeWINEIY NUALASUNAUNNNY  20%
AUNANMNANA LAy daulangnia 80%
LNUINISARNLNTA A-D aungau F anunaust 35

WNUNAZLUY Part 9. 08501 (34%)

List Percentage

Midterm exam (*H-NMR) 15%
Final exam (*C-NMR) 10%
Homework 5%
Quiz 2%
Class attendant 2%
Total 34%
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Resources unsininuj

Database Problem

Book

wikeda udayssnas wuuRna
1. Silverstein, R. M., Webster, F. X, & Kiemle, 1. SDBS: Spectral Database for Organic 1. Organic Structure Elucidation
D. (2005). Spectrometric Identification of Compounds (IR, MS, 13C- and 'H-NMR) (University of Notre Dame)
Organic Compounds, 7th Edition: Wiley. : " dbs.db ai i /edb ) .
2 McMurry, ). €. (2015). Organic Chemistry, ttps://sdbs.db.aist.go.jp/sdbs/cgi- . https//www3.nd.edu/~smitherp/structy
9" Ediition: Cengage Learning. bin/cre_index.cgi re/workbook.html
3. Pavia, D. L, Lampman, G. M. K1z, G. 5, & | 2. Sigma Aldrich 2. Webspectra: Problem in NMR and IR
Vyvyan, J. A. (2008). Introduction to ' https://www.siermnaaldrich.com/ Spectroscopy (UCLA)
Spectroscopy: Cengage Learning. ; |
4. Field, L. D, Sternhell, S, & Kalman, ..R. | 3- NIST (IR (gas phase mostly), Mass " https://webspectra.chem.ucla.edu//
(2011). Organic Structures from Spectra: Spectra and a few UV-visible spectra) '

Wiley.
5. Tro, N. J. (2017). Chemistry: a molecular

https://webbook.nist.cov/chemistry/

approach, 4th edition, Pearson.
6. WU DUTANS WAL NS WNYSEN, Principles
and Techniques of Instrumental Analysis,

fasmsad 1, 2535. Course materials: Microsoft teams

7. a3 dugAnduana, awnlvsalnUdmsu
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wialulad W IneaesviguasUgy, 2563.
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Spin splitting

Magnetic Resonance Imaging, MRI
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An application of NMR in medicine
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Introduction

NMR Tlainazls

NMR @512
agls

NMR a5
510 taladng

Infrared Spectroscopy (IR) =2 myjilandu
Mass Spectrometry (MS) =2 dwinluiana gnsluiana
NMR =2 n1s@eulasiuszuesaznanlulasiasisegsazidun

Uszquantuilundea (Useau) ian1suyy (Spin) seusnumyy vivbmanlu

auuwiwanvunadntuluiindea (Nuclear magnetic moment, LL) kagiin
nsasuudasiieddvswanauiuimanniguen (B,)

sndiavaouiuaty, [ = %

druluaiiiiavuia viselavezmouldulaud

v

wu 1H 13C 19F IEP

Yusan nang
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Introduction NMR Tuvinagls

Infrared Spectroscopy (IR)

L 1718 cm™ = C=0
- nalandu
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V (em')
100 g 4 Mass Spectrum
80 x
8 Mass Spectrometry (MS
oof 3 . >> 9P ry (MS) ansluana = C,H,0
wfs #| 7 =2 dmiinluana gaslutana
20-° 57 ‘
F | | C4HgO
4IO ‘ 8‘0 ‘ 1 éO . 1 éO . 2;)0 . 2.40 ‘ 2l80
m/e
NMR =2 msidesleaiusyvasoznay S BN
L ATIEsSLULANa
R Tulassassogvaziden
L I I R B ! 0 i
wmEm. | ' | H3C-C-CH, CH; |
) i lhl [l AN /'
D'Oljdec led

L L L L ! L L L L L L
200 160 120 80 40 0 3(ppm)
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Introduction

Nuclear

NMR AAs12%

agqls

Uszquantuiluedoa QUsneu) iansvyu (Spin) seuknumyy vinlianduy

awundwanswindnduluiiuaded (Nuclear magnetic moment, L) waztin

nsdsuLUansdnBesiafiedidvsnaainauinutdmanaisuen (8,)

-~

\_

~

@ Araunuudwdniuluieaye

O Uszquanludundeanyuy

/

/@/ (b) Cb
6 ae.

g g S
laifiaunuutdivannieuen fduausianaieuan (B,)

-

a 1 < a = 1 @ o a Y
mmwaqammmmaﬂlummasa AUNHLULAANIANLILINT 2 E“ULL‘U‘U

Dunuuds Hedeniu iay fAnsavuiy
au’lmuimﬁﬂﬂ’muaﬂ
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NMR AAs12%

Introduction agnsls
Magnetic

aunnLaimanniguen (B,)
Aevmenssuuivauuinanneuen > NEIIUES ©_

Tueduaauinsesi 2 JUwuy 5 | @
3 s AE= hy
PARINY LAY NANTIVIUAY i
AunULanAguen bl
FEmaieltvauLwlvaneuen = neaus Bo

Strength of applied field, By

LARAIANULANAIUDITLAUNAIIIU
1 < QI tg Ql tg
AULSIVIEUNNLLABNINNTY = AE NI

YDINTIAEEIFERgULUY (AE)

wé’qmuﬂﬁluﬁwq (Radio frequency) 3 . .
2. Yulvaglusyiundsanuguy Resonance

__1 49; Bo
2 +hV “*{adeanegluaniizuinaous 19y
\ AANSUNSINUIINATINGTAILAF 1A LY
ﬁ 1 nsAnLslekuLs a0 ATIEYR
+ ~ [ [
2 lassaseansla

1. Tupdgaatuneglusyiundinuimgandunduiuaiuing

' ¥ a a < o L3 a
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Introduction

NMR 3As129i
ag4ls

Resonance

AR ALAZANULSIVDIEUNNLNAN TN I RA AL az DA A AL luL U

Natural Field Strength, B, Frequency, v Magnetogyric Ratio, vy
Isotope Abundance (%) (Tesla®) (MHz) (radians/Tesla)
'H 99.98 i__l_(_)(_)__ ___________fl?_.@i 267.53
141 60.0
2.35 100.0
4.70 200.0
7.05 300.0
’H 0.0156 2100 .65, 41.1
B¢ 1.108  1.00 ____________19_’{; 67.28
1.41 15.1
2.35 250
4.70 500
7.05 75.0
PF 100.0 1.00 40.0 251.7
3p 100.0 1.00 17.2 108.3

ANLSRsELNIANILTY D AudvasaduiIngivildAasluuuumAnTy

Tololndudazuin = AaslYLuLsAa21udA19 Y fIANA2 LS IUSEUILLIMENYNAY

Yusan nang

A 300 MslranInsmingatienanualansiadl
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NMR 2As18%

Introduction s laladng

LlaYADUANFUL (Spin quantum number, 7)

sueaswin davareudualunuand ey wwizulalainuianansadnsisisiswaia NMR a

MM I A 23 A P A A
Odd Even Even Odd Even Even
Odd Odd Even Even 0Odd Even Even Odd Odd Odd

LAVAIDUANEUY, Y 1 0 iy 1 0 5/2 1 Y 3/2

7

e v X X v X X X v v X

smiaEnsaiaszvmemealin NMR Ia Ae sagndiavalsunuatu, I = v
dau’impjﬁmmma solaveznouluaun
wu TH 3¢ 13F 3ip

a a S ¥ = a ¢ o '3 o
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NMR 2As18%

Introduction 510 lalatne

gn1728UU (Nuclear spin states)

Woteznaulursluauuidividannisusn dwaliinnIsuenTuUDITEAUNEINIUY B8N §n19eady

Tnganzady daeusaus +7 8 -1

UIUENIZETY = 2[l+1
dlo 1 e wwvaeusualiu (Spin quantum number)
wu TH  feveeusuady I=1/2
H9uuanzaly =21/2)+1=2
lnvanzalu Ao +1/2 uay -1/2
SEAUNSY (E) @ 1
2 B,

A

e’%pggg AEe
> APTTTINe

meladnina

Taiflauuuaiivdn

AEUBN AUNNLLUEN

aeuan (B,)

12
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NMR Instrument

o wrasiuuaziuiinvaya
LLLVAGN
(Data processor)
(Magnets)

in tube

s

Radiofrequency

generator
Detector and
oo — amplifier
:: QEES
wvgeninANNDARUINg unasSuAduINg
9
(Radiofrequency generator) (Radiofrequency receiver,

detector and amplifier)

FoodScreener

NMR Sample tube

pow oy !

NMR Spectrometer

FoodScreener

https://www.news-medical.net/Profiling-Wine-Juice-and-Honey-Using-NMR-Spectroscopy

a a S ¥ = a ¢ o '3 o
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NMR Spectrum

#19 Methylacetate

Downfield (Deshielded) Upfield (Shielded)
(a)
H-NMR ‘
spectrum &
2 0 — #1591999
e [|
0-10 ppm |5 CH3—C—0—CH3 ™s |(Reference)
o, I |
I I | I | [ I I [ I
10 9 8 7 6 5 4 3 2 1 0 ppm
Chemical shift (5)
(b)
C-NMR
> cl? ™S
spectrum 2 CHy—C—0—CHy |
0_220 ppm I | | I I | | I [ I
200 180 160 140 120 100 80 60 40 20 0 ppm

Chemical shift (5)

a. a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 14



NMR Solvent

19if1 H 3D LaivinugAzeniu AzANYENS

4

(Feyeyrausunan) (AFe) A157129814 A228149b9n

Solvent 'H-NMR chemical shift 13C-NMR chemical shift
(ppm) (ppm)

Acetic aCId 11.65 (1), 2.04(5) 179.0 (1), 20.0 (7)
Acetone 2.05(5) 206.7 (13), 29.9 (7)
Acetonitrile 1.94 (5) 118.7 (1), 1.39 (7)
Benzene 7.16 (1) 128.4 (3)
Chloroform 7.26 (1) 77.2 (3)

2.50 (5) 39.5 (7)
4.87 (1), 3.31 (5) 49.1 (7)
i ] | 5.32 (3) 54.00 (5)
= ’ : ' 8.74 (1), 7.58 (1), 7.22 (1) 150.3 (1), 135.9 (3), 123.9 (5)
https://www.chemiAhufberlinAde/en/forschungfen/nmrfspectroscopy/service/avancefiiifSOOmhz 48

Chloroform CHCL, CDCl,
Methanol CH,OH

..............

a a S ¥ = a < o '3 o
Yudan nang Ax 300 MsluaunInsuningatiananvalaisiadl 15



NMR Standard asunsgiusneds

(PHS TS Toufingneds dmsuilSeuiieulneinranud |
H3C—S||—CH3 U991 SAAS L LUTY IS MUY o WBuAU TMS
CHs T |

Tetramethylsilane, TMS Avualsian Chemical shift

VBIHITUINTFIY TMS agfiduniis 0 ppm

> Upfield
2 (shielded)
:g Downfield Calibration peak
= (deshielded) (TMS)
T T T T T T T T T |
10 9 8 7 6 5 4 3 2 1 0 ppm
; Low-field Direction of field sweep High-field——
Y3 ndng Al 300 n'lﬂ%amniwil,w’%ﬁqaﬁl,ané’nwnﬁa’mﬂﬁ 16



Chemical shift () aasineatnii

observed

chemical shiftin Hz (from TMS)

Chemical shift (9)

29819 A384 spectrometer 300 MHz &

A384 spectrometer 600 MHz &

Spectrometer frequency in MHz

1500 Hz 5
—_—— m
300 MHz PP

3000 Hz 5 bom
600 MHz PP

Chemical shift (§) feulvluniie ppm azaaf wiagdnsievisensas NMR Afianudsneiu

300 MHz
3000 2700 2400 2100 1800 [1500]1200 900 600 300 O v(Hz)
10 9 8 7 6 5 4 3 2 1 0 d(ppm)
oo ———ee e
Higher frequency Lower frequency
less shielding more shielding
deshielded shielded
600 MHz
6000 5400 4800 4200 3600 3000 2400 1800 1200 600 0 v(Hz)
10 9 8 7 6 S 4 3 2 1 0 & (ppm)
17
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TH Chemical shift

o a 1 Y a ' o ! . . 1 Y a
H VISJﬁﬂTwLL’mé'mJ‘VINLﬂaJLmﬂm’Nﬂu Lﬂﬂﬂ']iLﬁIGULLuu"?jwﬂqqﬁJﬂﬂqQﬂu A1 Chemical shift sin9nU AuvUAVas H

T T
{ l
! [
I [
? I
| | I
S H
i H v S Y H | e \C/ i
| c=c . ==C e
; /A G B A —
} Aromatic Vinylic Y=0,N, : Allylic Saturated :
[ Halogen | I
f T T T | T : | T f
8 7 6 5 4 3 2 1 0
Chemical shift (5)
Type of hydrogen Chemical shift () Type of hydrogen Chemical shift (8)
Reference Si(CH3)4 0 Alcohol | 2.5-5.0
Alkyl (primary) —CH3 0.7-1.3 _(|:_O_H
Alkyl (secondary) —CHy— 1.2-1.6
Alkyl (tertiary) | 1.4-1.8 Alcohol, ether IT 3.3-4.5
Gl —C—=0—
Allylic |'|| 1.6-2.2 I
c=C—C— Vinylic H 4.5-6.5
| Y N/
C=C
Methyl ketone (l? 2.0-2.4 / \
—C—CHs Aryl Ar—H 6.5-8.0
Aromatic methyl Ar—CH3y 2.4-2.7 Aldehyde (l)l 9.7-10.0
Alkynyl —C=C—H 2.5-3.0 —C—H
i H .5—4.
Alkyl balide | 2.5-4.0 Carboxylic acid (IDI 11.0-12.0
—C—Hal — C—0O—H

a. a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 18



TH Chemical shift

Yasefidenasiant Chemical shift

Local diamagnetic shielding

(NMsuntTlaedLannsou)

Diamagnetic Anisotropy

(Navaslapzuuniufnuwaulalylnt)

Electronegativity effects

(avaINT3AdEnaTaUlAE e EN g9)

Hybridization effect
(HavpIlaus lawdu)

Acidity & Hydrogen bond

(Nﬁ“ll’e]\?ﬂ’l']llLﬁﬂﬂiﬂLLﬁ%WﬂﬁﬂﬁIﬂiL‘\]U)

. ¥ ~a < o ¢ o
YeSan nang A 300 nslyanInsamIngadiendnualaisiadl 19



TH Chemical shift

Local diamagnetic shieldi
(Msuadalnedidnnsew)

DIANATIUARDUNTOUT AR E

[ 1 [ [ dy
AT NAUNLLRANVUINLANTU (B

Nucleus electron)

Circulating electrons

” Tﬁ Magnetic lines [TV NP NCIIatTiT I B HITE MRV oty
AUNULLANN18UDN (B o .
G B, of force AUUDN AADVIINAVDIAULLUMANA1IUDNAS

Beffective = B0 - BeIectron

aunuimanitaedeglasudnsna (B ) anad LHo9INNAVDIDLANATOU

effective

Bend1 1Aan1suAUY (Shielding) lnedidanasau

aa ] ¥ = a s o ¢ a
YJsan ﬂa’]{‘] AN 300 ﬂ’]ﬂ‘llﬁu]ﬂi‘i/lﬂ:n/liwg’ﬂuLanan‘wmﬁ’ﬁmu 20



TH Chemical shift

Electronegativity effects 516 EN g3 ldwn F, O, N, CL, Br, | fadidnnseusinuinnuseuiieded

(navesnsivBidnasoulaesnn EN go) | vilin1suatauuusiivanlagdidnaseuanas Dadealdsunavesauuusivin |
Ny i liAnslwuueiin1uaadu A1 Chemical shift Javiadu ;

0 0.23 ITI 0 4.26 |T|4_>
H—Q—H H—Q—F
H H

F fedldnmseuanusnuseuiuafead—= nmsuataunuulvaninedidnnseuanas = Deshielding

S (O N T T A T

AN EN V29519 X 1.8 2.1 2.5 2.8 _‘3_19 35 4.0
A1 EN 429519 X WYY >

Chemical shift (0) iU 023 216 268 3. 05 3.40 4.26
A1 Chemical shift tANTY

HgC——CHy——CHy——Br =i PR
O (ppm) 1.25 169  3.30 T e

S ¥ = a ¢ o '3 o
Yudan nang Ax 300 MsluaunInsuningatiananvalaisiadl 21



TH Chemical shift

Hybridization effect

14

S-character sy = Deshielding Wity = A1 chemical shift G

wWavedlevilowdw) L Ty T
chemical shift

S-character Alkyl (primary) —CH3 | 0.7-1.3
| p (s 25%) Alkyl (secondary) —CHy— 1.2-1.6
Alkyl (tertiary) | 1.4-1.8

Vinylic H 4.5-6.5

Y \
C=C oy
Sp (s 33%) / \ **fchemical shift WuIULNBUNU sp’
LlU89NNAVDY Anisotropy 3IUAY
Aryl Ar—H 6.5—8.0
Aldehyde (l? 9.7-10.0
—CH v
< SP (s 50%) Alkynyl —C=C—H 2.5-3.0 **S-character \RUTY s chemical shift anas

LlUB9ANNHAVDY Anisotropy

a. a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 22



TH Chemical shift

nuszlalasiau

usagamtlenneusnszniglalasuiuaynauiil EN g9WUF, O N

Tusaauitdunsa

IH YaenInA§uandan A1 chemical shift 10-12 ppm

_________________________________________________________

ansianuszlalasiauls A1 chemical shift 3¥29n319

(O: 10 IR o = i
R)J\(E)/H R)\\{yH i Tuadiuade lawn ANuwLYY wargungll :
2 X
A1 Chemical shift
NAUDN resonance Nauag EN
£ a ! = a & (ppm)
ANDLANATOUNIU C=0 AaaLEnnsoUlay O

AR RE AN R-COOH 10.5-12.0
Nuoa Ar-OH 4.0-7.0
woanagea R-OH 0.5-5.0
Lodlu R-NH, 0.5-5.0
olua R-CONH,  5.0-8.0
duoa CH=CH-OH >15

Yoo nand Ax 300 MsluaunInsuningatiananvalaisiadl 23
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TH Chemical shift

Diamagnetic Anisotropy

(vavadlpazuuniuaniaulalslnt)

neldsvinavesauuwlivanneuen (B,) Te

1k

B = B,-B

induced

Biduceq NAANINATENL B,

_________________________________________________________________________________

Aaawizasdunsenawuseln (MT-bond) wu C=C, C=0
1aun Alkene Alkyne Aldehyde Aromatic

wnasulazwteih liAnauuuudn 38071 Induced magnetic field (B, .y )

1

induced
magnetic field

/ \ Circulating electrons
induces a magnetic field

which opposes B,

B=By+B

induced

«—— deshielded e - °
Binduced UNANINERYINUY Bo

0 - . . shielded o g v a . .
mliinananas shielding Mlvianaves deshielding
BO
"’ B = B, & B J‘
strength of strength of strength of induced magnetic .y
Chemical shift anag magnetic field external field caused by the circulation Chemical shift tANIY
- felt at nucleus applied field of neighboring electrons -

https://images.app.goo.gl/2BGUjg8auYxeslyV8 7 August 2020

TYusan nang
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TH Chemical shift

Alkyne e’ indauisausnumyueduanaiiludunse wderhlifnauuuivdniu WWsneuiiog

aaluaLnulAsSuNaves B

induced

U

Tuianamssiuruivauuudwaniildwily ia shielding vin

Tilasunaued B Wowas A1 chemical shift Jstipaninuuilduitvinunglaenaves hybridization

deshielding

e
-~
—
-
-

peym !

shielding { Hoc=C-n1—} - shielding
, 2t N
e :
" deshielding -~

https://images.app.goo.gl/2BGUjg8auYxeslyV8 7 August 2020

induced
magnetic field

H
|
C
\gj
H shielded
! B=B.-B
-0 induced
B O =1.80

a a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 25



TH Chemical shift

N TUsaauireagiunusea 1wnagluusiiuiiaon deshield Tagaunuuiinannanwdelinlag
U U U U U

a Y] ' o YU a Aa 1 < a dy
T Bidnnsauvesiusee (C=C) ylnlasudninaanauuwlmaniiugu

induced
magnetic field
shielding l induced = electron
\ ) : 4 / circulation creates a
magnetic field which
opposes B
deshielding deshielding
deshielded
/ \ =
SRR B BO+ Binduced
shielding B,
R H R H
N / N\ /
c=cC c=C
/ AN / AN
R H R" R
terminal internal
0=3.1-338 0=52-57
https://images.app.g00.gl/2BGUjg8auYxeslyV8 7 August 2020
Yoo nand Al 300 mﬂ%ﬁu]ﬂIVlsmw%'ﬁgaﬁmné’nmimimﬁ 26



TH Chemical shift

Aldehyde TUsaaundeanleragluusnuian deshield Insauiuiddnianiuiledtinlay T Siannsou
U U

1 1 a [ YU a a 1 < a dy ¥
GU’e]\‘ﬂ/‘iiJ“ﬂ'ﬁUEJUﬁ (C=0) wﬂiﬁlmuamwamﬂammmmam‘wmu

induced
magnetic field

/l\,

_ deshielding R

-
-
-
-
-

deshielding

/I'l

B=By+B

induced

o O = 9-10 ppm

**a1 chemical shift gaunn HIDINKATDI resonance Lag EN 52une

https://images.app.goo.gl/2BGUjg8auYxeslyV8 7 August 2020

S ¥ = a ¢ o '3 o
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TH Chemical shift

Aromatic - Woneuiegiulurerauuduldsunaan B,y g luliamsmssiuyiuiv B, = shielded

- lUsmeuusnad LM UUTULASUNAAN B,y oy IWAMNGAENAURU B, 2 deshielded

ASLAROUNVRY TT BLannsoU

induced T LT UL UUT Y
magnetic field o
shielding / l \ 138N Ring current
‘— -

deshielded

shielding

o O = 6.5-8.5 ppm

https://images.app.goo.gl/2BGUjg8auYxeslyV8 7 August 2020

' ¥ a a < o L3 a
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TH Chemical shift

Aromatic - Woneuiegiulurerauuduldsunaan B,y g luliamsmssiuyiuiv B, = shielded

- lUsmeuusnad LM UUTULASUNAAN B,y oy IWAMNGAENAURU B, 2 deshielded

inner hydrogens ~ -1.8 ppm

shielded
H
H
outer hydrogens 8.9 ppm
deshielded

[18] annulene

https://images.app.goo.gl/2BGUjg8auYxeslyV8 7 August 2020

Yudan nang Ax 300 nslwaUnInsamsiigatienanualaisiad 29



TH-NMR Interpretation nsuvauasiunnsu

Peak count

uIUNGULUIIBUNAINY

IR YYD

1 v 1
. . H-NMR Spectrum 9849815 C.H,,0. 3311lA5985198151
Chemical shift P 7140,

G YR

IunvalUsnau
C7Hl402

'H NMR
300 MHz

Integration .
-9 AMUIUVINUSHOU

A o va
WHN LANEA

Splittin S—
p L g mu'ausuaﬂﬂimww,ﬂm
ANUWIVNANELE N

-
-

a a S ¥ o a < o ¢ =
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Chemical equivalent uendnuudeyay o

_____________________________________________________________________________________________________________________________

______________________________________________________________________________________________________________________________

o (a) b 0 (e)
IH NAAANIDUAURLUA I
! /C\
¥, & HsC” CHs

9 1 dayaya

a b C
1t i R
NANFANAY x NEN
. " HsC-H,C-H,C-Br mmm) H-C—C—C-Br
9 x deyeyneu 8w e e Clll; Clll; Clll;

N H Nuansneiu 3 ngu v 3 dyeyad

HaC—H,C-O-CH, CHj H:C:C'H
H™ “CH,Cl
OH:
HyC~C~CH, CH, CH; Cl
CHg
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1H Chemical shift (6) vanvinvaslusnau

[ [
= 1

Ao = 1 o/ a ‘Adl o/ . . 1 o/ a
'H 9880121080 ILARBANAISAY NANITISIYLUUGNAINAA19AY A1 Chemical shift A9y austinues tH

© 7 ©) ‘,?} ® )
o (©2@ ©2© ©-0-© g; ©a0a®
@ ©C © © ‘ ~ ©
CARBOXYLICACID AROMATIC VINYLIC ETHER BENZYLIC 3° ALKYL
@ © g ’ )
I oo o%er
© Y A ®) O ,
ALDEHYDE PHENOLIC ALKYL HALIDE KETONE 2° ALKYL

| © ) 0) ) (® ® ©
Sof eC=P0O @ © o ®)
Key W oo @0 ;,

= Aromatic ring = Rest of organic molecule

@: Halogen atom ( 7 = Hydrogens pl’OdUCing signal AMIDE VINYLIC ALCOHOL ACETYLENIC ALLYLIC 1° ALKYL
Sotvelt the teThperaturd, ana prebence of Séhar anHonmi aroupe: >
ALCOHOL HYDROXYL (0.5-5.0) OR AMINO (1.0-4.0) T™MS
rr—r. 1. 1. 1.1 T T T T T T T T T T T T T T T T T T T
130 125 120 115 110 105 10.0 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 0

a b (0] c (d) CH,CI (e) O H (f) H3C
(a) (b) 0 (c) 2Clp \\C C/ 3\N N
C T —Ch3

PN / N\ /

H3C CH3 H 0] H3C

(wwww.compoundchem.com Accessed on July 7, 2020)
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UBNAITUIUVBILUTADU

Integration

- Wuilana vaeudazdgyu vendadiudnululusnauvidyyinty q
Chem. Rel. a
shift area
1.20 3.00 (_—
365 1.00 b
d
@ Ll T™S
§ H3C_(|.:_C_O_CH3
& CHa -
e e
10 9 8 7 6 5 4 3 2 1 0 ppm

Chemical shift (5)

dadrununlanavuag a:b = 3:1 w39 9:3 FedaAAARINUTIUIUIUTNOUVDS a (CH,), waz b OCH,

GHs
HSC_Q_CHZCHZ'CHS HSCOCHS

CH,
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Spl n-spi N spl itti ng UanIuILYelUsREUYIABS

N+1 Rule

Chem. Rel.
shift area A
1.68 1.50 B
3.42 1.00
f i
g ™S
= A B
- CH3CHzBI’
10 9 8 7 6 5 4 3 2 19 0 ppm
Chemical shift (8)
HAF HB
Ha C—C——Br Br
HA<_ HB

H, (-CH,Br) flusnauviafes H, (-CH,) 3 #7

H, (-CH,) filUsmouriafes Hy (-CH,Br) 2 ¢n
Jauanidu 3+1 =4 fim (quartet)

Jauanidu 2+1 =3 fin (triplet)

' ¥ a a < o L3 a
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UBNAITUIUVDILUTNDUVILAYY

Spin-spin splitting

HA
A/Tﬂ— TB H, (CH,) fuifiaimmianisatiuveslusnou H, (CH,-Br) dail 2 6
HA C C Br ‘ ‘ Hg 2 97 dngUsuufian1atuls 3 suuuuy
1] "
Hee\Hy U H, tAan1suanvasdayeystdy 3 wa (Triplet)
I dndruvesiiallu 1:2:1
T o % Net spin: +1 O -1
L Spin-% 5 .
Hg (CH,-Br) Sujfsiiennanisatiuvesiusnau H, (CH,) Bell 3 6
| | Ha 3 67 Ingusuufianisatule 4 susuy
Br Tﬁ TN Tu iu Hy Annsuenvasdaandy 4 fin (Quartet)
tr dneuvesindu 1:3:3:1
s
, 3 1 1 3
Net spin: I )
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Spin-spin splitting

UBNAITUIUVDILUTNDUVILAYY

Coupling constant (J)

Intensity

A1AITINISARIY

____________________________________________________________________________________

S2EZNITENININANAANITHEN Iﬂsmaumuﬁmﬁlﬁﬂmsgmu
(spin-spin coupling) NUAzdA1 J WU

Chem. Rel.

shift area A

1.68 150 J=7Hz B _

3.42  1.00 J=7Hz

T
™S
A B
CH3CHzBr
10 7 6 5 4 3 2 1@ 0 ppm

Chemical shift (8)

H, a1 Coupling constant WU Hy Wiy 7 Hz

g 1 3

=

Tsneudesnguitfinnasiigaauwiniu = Tusneudasnguileguuaisusuiieginnululuana

v RV v

TYusan nang

Ax 300 MsluaunInsuningatiananvalaisiadl 36



Spl n-spi N spl itti ng UanIuILYelUsREUYIABS

Pascal’s Triangle WaASFULUUNSUANEEYEYIMUUASHAHIUANNYNVBIE YU

n Multiplicity Relative Intensity Spins " Coupling Pattern
0 Singlet (s) KIW | PJJ_\
1 Doublet (d) AN n=1 4 i 4 | ]
2 Triplet (t) (1 |2 l\ ¥ L g

3 Quartet (q) I3 _3 1 =g ﬂ T
4 Quintet ((14/ 6 d w1w W N | |

S Sextet ‘/l
|

6 Septet 6. _15_ 20 15_ 6. I
Yy Y Y )

7 Octet (1\1/7 2135 35\(21\/
8 Nonet 1

' ¥ a a < o L3 a
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Spin-spin sp||tt|ng vansuauvaslusnauvIBies
Wsmauiifamuwindieuduniaed lddie splitting

Tusmeunilusneuanafies n @2 aziin splitting 1w n+1 Ain

lUsnauaeinquiiia coupling AUAziAIAINITARIU J Wiy

b CH: i
Cl_(?_(P_CI H3C_CH2'CI;_N02
Cl H CHj
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Ygsa nang A 300 MslranInsmingatienanualansiadl



TH-NMR Interpretation nsuvauasiunnsu

Peak count

uIUNGULUIIBUNAINY

IR YYD

1 v 1
. . H-NMR Spectrum 9849815 C.H,,0. 3311lA5985198151
Chemical shift P 7140,

G YR

IunvalUsnau
C7Hl402

'H NMR
300 MHz

Integration .
-9 AMUIUVINUSHOU

A o va
WHN LANEA

Splittin S—
p L g mu'ausuaﬂﬂimww,ﬂm
ANUWIVNANELE N

-
-
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TH-NMR Interpretation nsuvauasiunnsu

C7H140,

'"H NMR
300 MHz |

'H-NMR Spectrum 484813 C,H,,0, 3311lAs3a513a8154

LN B B B B B B S B B S B B B B B E S B B N Sy B B B B S B S B S B B S S B B BN B B S B S S B B B NN B B B B S B B B S S S s p
40 35 30 25 20 15

STEP 1 f1wanum1 Index of hydrogen deficiency (IHD) mai’qmuﬁ’uﬁz@; NUSZEIN hID9

THD = 20+2-H—-X+N dlo € = Swaumdueu H = dulelasiau
2 X = uswetany (F, CLBrL 1) N = 3ululesiau
2(7)+2-14 oA Y '
Angasluanavesds C,H,0, IHD = 2)r2m1a g WERN9IT A 1 WUSSA Wse 1 29

. ¥ aa L3 s L3 =
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TH-NMR Interpretation nsuvauasiunnsu

'H-NMR Spectrum 89815 C,H,,0,

CH 140,
'H NMR
300 MHz |
b
¢ a
//—*
J,“J-k )_A/, I‘\\.wl.}'\,l
198 \ 8.60 297 |
STEP 2 #1531 udyaIad wagn1suenvesdia MUY =3
¥ Y 1
"ﬁuuiuu'lm o (ppm) | Integration | Splitting mnsumﬂaa?ﬂlﬂm
a 1.10 2.97~3 Triplet - TlsmounuanmAeiU 3 Ngu
b 1.45 8.60~9 Singlet - NQY a Way ¢ agfnny (dunmainguuuu splitting)
c 2.25 1.98~2 quartet - ngu b Anduasusuiiluflusnau (Uu Singlet)

Yuan nang

Ax 300 MslranInsuningationanvalaisiadl
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TH-NMR Interpretation nsuvauasiunnsu

1
C.H,,0, H-NMR Spectrum %¥84&d13 C.H,,0O,

'H NMR
300 MHz |

a
=
~ -
J,“J-k, - )_A/,»wxlwlg
Iil \ 8.60 L 297 |
STEP 3 Aasanenumnisdeannd uazdruiulusneuluunazdonyeu

"ﬁuuiuu'lm o (ppm) | Integration | Splitting mnsumﬂaa?ﬂlﬁdq
a 1.10 2.97~3 Triplet - nax a U -CH, Mloginea1nsimil EN g
b 1.45 8.60~9 Singlet - ngx b Wu CH, 3 Myjﬁl,mzaguiuu quaternary carbon (luifillusnow)
c 2.25 198~2 quartet - naal ¢ W -CH, Anfuaueuvesmyaiueiia (C=0)

. ¥ aa L3 s L3 =
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TH-NMR Interpretation nsuvauasiunnsu

STEP 4 thvayamusznouiululassadieanmedndululs wesszysmumivadusnauusazngy

1. ngasluanavesans C,H,,0, IHD=1

wanedn 8 1 sy vse 1 29

2. WANTAUNANUIUAYYIN LAZNITHENVDINA  _ Sspoufinand ey 3 na

SIIRGY O (ppm) | Integration | Splitting
a 1.10 297~3 Triplet

b 1.45 8.60~9 Singlet

C 2.25 1.98~2 quartet

3. NATUIAUST Y6

wazauIulusnaulunsdazdeysyi

TassadrenanadndulUla

- NAY a uay ¢ agAnny (dunmanguiuu splitting)
- ngu b Anduasusuitliilusnau ({Uu Singlet)

- nay a W -CH, M19g9a1ns1gi EN ga

- ngu b 1w -CH, 3 nyiilinzeguu quaternary carbon (Lifillusnou)

- ngu c W -CH, MAnduasusuvesryaisuaila (C=0)

a C

H3C_HQC

b

b
OHC o,

N

X

0™ cH

Yuan nang

Ax 300 MsluaunInsuningatiananvalaisiadl 43



TH-NMR Interpretation nsuvauasiunnsu

STEP 5 as79d@autaziussuiisulaseasanlanuaiunasy

'H-NMR Spectrum 84813 C,H,,,0,

C/H 140,
'H NMR e .
300 MHz / 5 ‘. |
: O H,C ’ P
1 3 :
e o QRS
: H3C_HQC O CH3 i (
:\ b
c a
S )
f
H .
),'.,-J-___ 7~ JU
198 8.60 2.97
L | L |
4?0 I 3].5 3?0‘ ] '275, ”]r'1tzl.0 175”r'] ll()

Yuan nang

Ax 300 MsluaunInsuningatiananvalaisiadl




13C-NMR spectroscopy

msuau-12 (120) Wulelelnuiiwumnitgaia 99.98% (/= 0) >

3
A3

Intensity

vau-13 (°C) WWulelelyudiny 1.1% (/= 1/2) >

BC-NMR #tUnasuead 1-pentanol

(a) awnuALRe) dygiusuninysngiaau

Intensity

[ 1 I 1 1 | | 1 | |
200 180 160 140 120 100 80 60 40

Chemical shift (8)

(b) ANLRAYAINNITALAY 200 JOU

| I I I I | 1 I I I I
200 180 160 140 120 100 80 60 40 20 0 ppm
Chemical shift (8)

lalgu15a3As1zsine NMR 1a

413715091318 % A28 NMR 16

wWgutiey *C-1H

B3¢ fidyananisinslowuug
paunIlUIRaU 6,000 W1

B¢ Aaslanunefinnuisingd
Tswou 4 wih (*H 1Aadl 300 MHz,
13C \infl 75 MHz)

5% BC-NMR fosinisaunus

NANYATILAIIANRALVDIF Y0

Yuan nang

Ax 300 MslranInsuningationanvalaisiadl
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13C-NMR Chemical shift

200 150 100 50
| | | | | | | | | | | | | | | | | | | |
Alkane
o Saturated carbon (sp3) R-CH,-R |
‘lﬁjuﬁﬂﬂ EN 44 — no electronegative elements —
! v R,CH R,C
I (0]
Alkane i
VW Saturated carbon (sp3) ] _al
fBNULIA EN ’G;N — electronegativity effects — G
|
—(II—Br
Alkyne carbon C=C
Alkyne Alkene N
Unsaturated carbon (sp2) £=C
Aromatic
Aromatic ring
carbons
Carbonyl groups
yEEromp =0 Acids  Amides
Carbonyl 4 Esters Anhydrides
=0 Aldehydes
Ketones
I | I I I I I I I T I [ I I I I I I I | I I
200 150 100 50

Ranges
(ppm)

8-30
15—55

20—60
40—80
35—80
25-65
65—90
100—150

110—-175

155—-185

185—220

TYusan nang

Ax 300 MsluaunInsuningatiananvalaisiadl
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13C Chemical shift

1 v (Y]
dananarenulusnau

142 228 320 258 328 61.9
CH3_CH2_CH2_CH2_CH2_CH2 OH
[0} 3 0 Y p a

Electronegativity effects

(naveIN3AedLEnaTaUlAsTs EN g9)

3 9 v = a \ ¥ a o [ . .
msusuiioglnasn EN g1 mp gnisoidnaseufideuseviindos ™ nsgnuatiinauuuslvinanas (Deshielding)

m) 1ASudvEnannawiuuimdnunniy e slguuuaiian chemical shift g43u

e 9 o A1 chernical shift g48u (deshielded
Hybridization effect %S character i ™% A1 chemical shift ge¥u (deshielded)

(waveslauslawu)
& sp?carbon > & sp carbon C=0 carbon > C=C carbon
(Alkene aromatic > Alkane) (Hesnuaves EN, O fediannsaus>C)
Diamagnetic Anisotropy ansUsznoufiinussln (TT-bond) m) Alkene Aromatic
(naveslaaziuniudniaulolalnl) flAn chemical shift g4 (deshielded)
Alkyne

fiA1 chemical shift #1n (shielded)

' ¥ aa L3 s L3 I
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13C NMR Spectrum

Proton-coupled spectra
0
a a A CHZ-C_O-CHZ‘CH:&
1N15U8NY0INA LUDRINNAYRIlUIHOUY l

MnzaguuaTus Uty

\I‘
\'; '|‘ .
P |
l i ,|!‘j SN

Tk L o
|‘J il \ b ‘ N J
VDTN FTORTIN L PRPTYY SERURON Pty AL WA Y JW»A‘",,J;,M,,JLJ
Proton-decoupled spectra 2635 0
[~3 = = VL [P=] = ‘ } | 1 ‘CHZC
Usniiunanel lUnISLEnUDIna 4 6 2 _0-CH, _CHa
5 3
C=0 1 4
l l T™MS
—_ UM — N 1
| 1 | i ] | | I 1 L | | 1 | ] | | L |
200 180 160 140 120 100 80 60 40 20 0

d¢ (ppm from TMS)
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13C NMR Spectrum

Proton-coupled spectra  fnisugnvesiia \iesnuavesiusneuiinizeguuasuautiu aung n+l
3 protons 2 protons 1 proton 0 protons
i i | |
_13c_H _l3c_H _l3c_H _13c_
| | | |
H
n+1=3+1 n+1=3 n+1=2 n+1=1

Methyl
carbon

i

Methylene
carbon

Methine
carbon

fusgleviaunn Tunisuenvfiavesmsuey 1 CH, CH, CH %o —C-

Quaternary
carbon

NsueNVesdyaIa s sviugeuiuinTuluasiuanavwalug vibinsulanaaiunasuvilaein

Yuan nang

Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Spectrum

Proton-coupled spectra @13 Ethyl phenylacetate

lt”il ©
K | \ |
SN

(a)Proton-coupled

i"'
e

TR
WMWwJWWWKJ‘WJWMWW LJWJ\UJ ‘

| | 1 L ‘ J ] J L 1 i 1 J | { L

200 180 160 140 120 100 80 60 40 20
d¢c (ppm from TMS)

' ¥ a a L3 LY L3 a
TYusan nang Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Spectrum

Proton-decoupled spectra N3AAN15AAIU (decoupling) 581419 PC uag 'H AstiunsiiaLg
lawuus ves °C azusngdyananluiiafes (Singlet) winlu

@19 Ethyl phenylacetate

(@)
2.6|13,5 I
(b) Proton-decoupled ‘ ~CH2C
1
4 6 2 ~0-CHz ~CH3
5 3
C=0 1 4
L l TMS
_ N _ - |
IR ISR N S SN S SN SN NN NN NN SN SEN SR S S N R S
200 180 160 140 120 100 80 60 40 20 0

5¢ (ppm from TMS)
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DEPT '3C NMR Spectrum

Distortionless Enhancement by Polarization Transfer (DEPT)

ﬁaaﬂﬁuLﬁaﬂﬁ%ﬁmmm%uaummi’ﬂmuléﬂmLau‘ﬁ'mzasuj %A methyl (CH,) methylene (CH,) methine (CH)

DEPT #ineyly

C CH CH,  CH,
I I I I C Broadband-decoupled
CH CH,  CH,
| I I DEPT 45
CH
| DEPT 90
CH CH,
I I DEPT 135
|
CH,

a. a S 1 ¥ = a ¢ o '3 o
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DEPT '3C NMR Spectrum

0
¢ ! 5 4 3 2 1
fNIDYIY CH3—C—O—CH2—CH2—?H—CH3
6
CH
1 3
DEPT-135 lh
L _ s IR - . ) T VRPN
..... » . " e oy —— e T e
DEPT-90 _J
S s han i st AP N P A R i i 57 it S
DEPT-45
et ————_ ot —————————————aopt oo arbeassemrs s bamemmimodL e
1
CDCl,4
4 3 2 |5
13C SPECTRUM l
6 BROAD-BAND-DECOUPLED ' ;
W.lv-. aaa o v e iamaaa e borer oyttt N ” ] S st ““NLM
160 140 120 100

(ppm)
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DEPT '3C NMR Spectrum

AD814

a13Usznau CH,,0 Jawnnsy “C-NMR wag H-NMR

Aell 2gRIlATIET19Ye a5l

Normal Carbon DEPT-135 DEPT-90

22.2 ppm Positive No peak

40.9 Negative No peak

60.2 Negative No peak

141285 Negative No peak

142.3 No peak No peak

Proton spectrum
CsH100
/ JL
21 2.13 1.97 1.22 2.99
[ [TE ) B |
LA L L L L L L L L L L O O L L L O L L L L LB L B |
5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5

Yuan nang

Ax 300 MsluaunInsuningatiananvalaisiadl
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13C-NMR Interpretation nsuvanaswnasu

Peak count

FNUIUNGUAITUBUNAAY

NUIUAY I

iy
NITATS BTl
DEPT CH, CH, CHC

IRAUDIAISLD

1UIUVDIUTADUNAIZULASUD UL

Splitting

NWINNAALN (tan1g Proton-coupled spectra)

aa ] * = a '3 o ¢ =
Ygsan nang A 300 nslyanInsamIngadiendnualaisiadl
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13C NMR Interpretation

29819 2lastasavesasiiiansiuana CH,,0, Wneliannsuves 'H-NMR Asgl Tuanlnpisn>cNMR dsng 3 Ain Tnaiing

N1INARANANNINALA DEPT-135 Way DEPT-90 LAAYAIAITN

Normal Carbon DEPT-135 DEPT-90

15 ppm Positive No peak

63 Negative No peak

95 Negative No peak
Proton spectrum

CsH 20,
K‘
—
e A
207 4.03 593
I |
so a5 ap 35 a0 as a9 s a0 o5 oo

a. a S ¥ = a ¢ o '3 o
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13C NMR Interpretation

STEP 1 AunauA Index of hydrogen deficiency (IHD) mai"mfauﬁuﬁzgi WUSLAN %9879

2(+2—-—H—-X+N Lﬁa C = UIUANSUDU
2

IHD = H = a1uulalasiu

X = maummaﬂawu (F,CL,Br,) N = 91uululnsiau

NNgAslaaNavesas CH,0,  ygp = 2842712 ea ey luid Wilszg %3099
STEP 2 #1581 Proton-decoupled spectra UINAITUIUATTUBUNKANAIINUNINUATULATIASS

Mnanasy PCNMR Usng 3 Wa usangaslaana C,H,,0, 8 5 Arsuau

uana31 dausaslulaana (Aprsvauimvilounuuinna1nileda)

' ¥ a a < o L3 a
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13C NMR Interpretation

STEP 3 #a15eu @ DEPT spectrum  Uanvliauainisuau

¥

31NA13579 DEPT NMR ensnsaaguasiinuasarsuauls deil

Carbon Normal Carbon DEPT-135 DEPT-90

Carbon type

C1 15 ppm Positive No peak CH,
C 63 Negative No peak  [®5)
C 95 Negative No peak  N@3P]

Y

31nA1 chemical shift ¥4 *C aunsaazula aeil

- 1 Wumy CH, AliAnfusin EN g9 (Alkane)

- C2 uag C3 1 Jumy CH, Nifnius1e EN g9 @slunidifie O a1ngasluiana
- C3aglna O 11N C2 wag C1 auafy

a a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Interpretation

STEP 4 #Wa15a41 'H-NMR spectrum  UaNN1530L589A20891USAaUNaviua lulasad3s

Proton spectrum 3
CsH 2,0,
1
2
("
-
S .
207 403 5.93
| | L |
LN LA """"""""""""l""I""l""l""l""l' | AR REAAEA REAEE RAREE REAERAE BEAAE R
30 25 20 15 10 05 0.0
Proton | Chemical shift | Integration | Splitting
(ppm) - H1 fia CH, Bsfiniusniidl EN g4 Ao oandau wazlifiniu
¢ 2.07~2 Singlet ansueunilusmewnzey JsUsngiiedu singlet
3'60 Ll S - H2 Aewy CH, 2 nquilwmileuriu dsweglnafiusinidl EN g9
H 1.2 93~ Tri - o n
0 2:93~6 fiplet - H2 egfiaiu H3 aan splitting
Y Y
Total 12

a a S ¥ = a ¢ o '3 o
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13C NMR Interpretation

STEP 5 wnvayaniesviuauiUsznausiuiy azlalaseainevesans

H3 H2 "H1
H3C—H,C-0-CHy O—CH, CHg

C1 C2 c3l

| unansauunnsvasluana

Proton spectrum 3
CsH 20,
/-’

A .

207 4.03 593

L L
e = R S B e L S,
50 45 40 35 30 25 20 1.5 10 05 00

S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 60



13C NMR Interpretation

2. awnn3u proton-decoupled C-NMR vatueanagaaniignsiuana C,H,,O 91w 3 leluiues uanssissdalyil
A

7
Inenavodn multiplicity 31nmaLla DEPT WaaInIAuuune 291 lAssasaussioanognaiia 3 loluiuasil

nioussydumiavasnsuaululsasinuulasasng

CDCl,

S
(solvent) TMS
| | ]

| 1 | | | | 1 | | 1 | | | | | | | 1 | |
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 &,
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13C NMR Interpretation

2. awnn3u proton-decoupled C-NMR vatueanagaaniignsiuana C,H,,O 91w 3 leluiues uanssissdalyil
A

7
Inenavodn multiplicity 31nmaLla DEPT WaaInIAuuune 291 lAssasaussioanognaiia 3 loluiuasil

nioussydumiavasnsuaululsasinuulasasng

| I I I | I I | I I

C q

—
—
—
—
—
—
—
=
—
—

cDCl,

(solvent)
\ A._JL__l
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13C NMR Interpretation

2. awnn3u proton-decoupled C-NMR vatueanagaaniignsiuana C,H,,O 91w 3 leluiues uanssissdalyil
A

7
Inenavodn multiplicity 31nmaLla DEPT WaaInIAuuune 291 lAssasaussioanognaiia 3 loluiuasil

nioussydumiavasnsuaululsasinuulasasng

CDCl, T™MS
(solvent) \

| | | | | | | | | | | | | | | | | | | |
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 o,

' ¥ a a < o L3 a
Yesan nang A 300 nslyanInsamIngadiendnualaisiadl 63



13C NMR Interpretation

*1. A compound with the formula C;HgO, gives the following proton-decoupled and
off-resonance-decoupled spectra. Determine the structure of the compound.

b
C5He0,
a
Proton-decoupled
c
CDCl,
(solvent)
| | | | | | | | |
200 150 100 50 0

Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Interpretation

quartet
C3He0,
quartet
Off-resonance-decoupled
singlet
CDCl,
(solvent)
l | | | l | | |
200 150 100 50

Yudan ndng Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Interpretation

IMIATIATI90IETUTENOU CoH Br

Chem. Rel.
shift area
1.20 3.00
258 2.00
7.07 2.00
739 2.00
> ™S
‘»
c
[}
g
10 9 8 7 6 5 4 3 2 1 0 ppm
Chemical shift (5)
2
»n
& T™S
kS
Mk\“&a\l‘” AN P rrne A
200 180 160 140 120 100 80 60 40 20 0 ppm

Chemical shift ()
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13C NMR Interpretation

13. The proton NMR spectrum of a compound with formula C;H;,0, is shown. The infrared spec-
trum displays a strong band at 1738 cm™! and a weak band at 1689 cm™. The normal carbon-13
and the DEPT experimental results are tabulated. Draw the structure of this compound.

Normal Carbon DEPT-135 DEPT-90

18 ppm Positive No peak
21 Positive No peak
26 Positive No peak
61 Negative No peak
119 Positive Positive
139 No peak No peak
171 No peak No peak
Proton spectrum
C7H1202

e I P
I JJL __)}L__JJ\«A____*

0.96 1.95 292 5.70
[ L 1 L 1 1

r~rrrrr1r1r 1 r [ ’rr [T T rr [T rrr [ rrr1r [ rrrr [ rrr1r [T rrr [ rrr T[T r T[T T T T[T T T T[T T T T[T T T T [ T T T T [T T T T [T T 1T

55 50 45 4.0 35 3.0 25 20 1.5

a. a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl

67



13C NMR Interpretation

14. The proton NMR spectrum of a compound with formula C;H;,03 is shown. The coupling con-
stant for the triplet at 1.25 ppm is of the same magnitude as the one for the quartet at 4.15 ppm.
The pair of distorted triplets at 2.56 and 2.75 ppm are coupled to each other. The infrared spec-
trum displays strong bands at 1720 and 1738 cm™. The normal carbon-13 and the DEPT exper-
imental results are tabulated. Draw the structure of this compound.

Normal Carbon DEPT-135 DEPT-90

14 ppm Positive No peak
28 Negative No peak
30 Positive No peak
38 Negative No peak
61 Negative No peak
173 No peak No peak
207 No peak No peak

Yusan nang

A 300 MslranInsmingatienanualansiadl
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13C NMR Interpretation

Proton spectrum

C7H1203

IM J . W
2.06 207 207 297 2.97
I R L7
I T T I I I I' T T T ] T T T T I T T T T I T T T T ] T T T T I T T T ]I T I T T Il
40 35 30 25 2.0 15 1.0

TYusan nang

Ax 300 MsluaunInsuningatiananvalaisiadl
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13C NMR Interpretation

17. The proton NMR spectrum of a compound with formula C¢HsNCl, is shown. The normal
carbon-13 and the DEPT experimental results are tabulated. The infrared spectrum shows
peaks at 3432 and 3313 cm™! and a series of medium-sized peaks between 1618 and
1466 cm™'. Draw the structure of this compound.

Proton spectrum

Normal Carbon DEPT-135 DEPT-90
118.0 ppm Positive Positive
1195 No peak No peak
128.0 Positive Positive
140.0 No peak No peak

C4H;NCL,

—

TYusan nang

Ax 300 MsluaunInsuningatiananvalaisiadl
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2D-NMR

'H-H correlation spectroscopy (*H-'H COSY ) wansvayavedlusnouiingauiu (Coupling) Fau
lUsnauuueznauaginiulussazvineliiu 3 Wusy

Fp 1H NMR
axis Spectrum
Ha Hp Hc Hp |
- WU X wazuny Y rasannsuuansan chemical
” ||“ | | shift vaslusnaululaseasiy
' i F1 - NAYelUTROUTILANANNAUTNRU AL IS B9F IR TULEY
P axis
P L [IRINFUEK
"""""""""""""""""""""""" R [ L g C 3
- finvadlUsmauniinnisaaiuiuazdsinguentau
ey lumuisiilugedn (cross peak) v
""""""""" OO Q) =5 TUsnauntiu 9
- 1AAN15AAIUSENIN HB-HC HC-HD HA laiingadu
............... S S |
G S R S — THNMR
o s a Spectrum
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2D-NMR

® @
'H-'H COSY annsuuassns isopentyl acetate
®
A® 20 A I

0] _

6 I 4 3 2 1 ' 4 -
CH;—C—0O—CH,—CH,—CH—CH; - ™ b —|[ 00

5 | TMS|[
C13H3 - 5

A i

% LR ‘g _— _ ! r
— 1.0

@ -

B c L
@ i - ) § _— 1.5

' ‘ c $ A r L

1+ 4@ C
T ; 0 .‘?? ;'é - v __ 2.0

*® C
i :— 2.5

Wsmau | aAquiy 30 5
H-1 H-2 A A X - 80
H-3 H-4 B, B s

H-2 H-3 C,C i C
-ﬁ ": @ . " :— 4.0

@ + C

T 17T T 17T I L | 1T 17T I L I 1T TT I LI | 1T TT I L I T IPPM
4.0 3.5 . 2.5 . 1.5 1.0 5 0.0
PPM
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2D-NMR

Heteronuclear Correlation spectroscopy (HETCOR)  wansnudusiugseninesnaumavilniinnisaniuiu 1 wuse

f18819 'H-12C HETCOR dJnnsy

Fo 1TH NMR . - aLUﬂm%’u%LLamﬁuauuam chemical shift ¥84
s Spectrum 'H-NMR wnuwils uag *C-NMR Tudnununils

“ - WnsuuazansusuniinaniIuiy asiniadud

HA HB Hc HD
|

USIUYARAYBIAT chemical shift

F1
axis
------------ ---------------------- O ------------------ —— Cx - Tsmeu H, H, amuiuasueu C,
' ' - Tsmeu H, amuiuasueu C,
S SN — O] Cy - H, amufiuaiuou C,
..... A -
13C NMR
Spectrum
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2D-NMR

HETCOR &tUnnsuvad 1-bromopropane

et triplet 5 2 1
) sexte
triplet - CH3CH2CH2-Br
‘ H-1 H-2 1-Bromopropane
T5 E i E ' 1
: : E W‘Uﬂ’]i@ﬂ’)‘Ui%%’J’N
T10 5 : { H3 > C3
; ; S 3 - H-1 uay C-1
T15 ' :
E ; - H-2 lay C-2
—+20 . ;
2 : P H-2-> G2 - - v (C_
E s : ‘ _____ ez - H-3 ey C-3
& E C-2
-+ 30
» H-1->C-1
o s R T oY) | C'l
- 40
1| HETCOR L@nsdeAMNdunusseniIngmsuauLazlusnaui
— INgaguuATUBLLY 9 ladalaulInTy
35 3.0 25 2.0 1.5 1.0 0.5
O (ppm)
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Other 3C coupling

N13AAIUTENINAITUBU-13 NUSINDY

=

mﬁ@mmsij 1B3C-1F

PF (1= 1) wuieanulusneu (*H) fian1samiusening PCEF 1o

nsinniskenvasdygiasduluaung n+l anunsafinliliasseznesening PC-F gedn 2 Wuse

19|:_1SC

|

ﬂ’]iLﬁﬂ@ﬂ’JULL‘U‘U 1

NAAAITULUY 1 sy
J= 278 Hz

19F_*1ZC_41SC

\

/

WUsY NSINAAATULUY 2 WUGE
C-1
S
g
F\2 1 |[J . o
F—/C—CHZ—O—H LNARATULUY 2 NUTE
’ J= 35Hz
CDCl,
-
|
i
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=

Other 13C coup'ing n'ﬁgiﬂ'mi:m'j'mﬂﬁuau—13 NUSINDY

mi@mmsij 13c31p 31p (1= 1) wuRenfulUsReY (1H) Lﬁmmi@'mmij 13c31p g

nsianiskenvesdyaanduluaung n+l anunsafaladiossesiessning PCP gagn 2 Wusy

3 p—13ct+—— 31P_k12C_41SC__
NIANAAILLUY 1 Wuse NMIANAAIVLUY 2 Wuse
3IP—O0—13CH,4
% g C") 31p—13CH,
, — CH—0—F—CH o
‘NARAIVLU 2 UG S T | WingAIuku 1 sy
J= 6Hz CH, Tl = 144 Hz
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Structural Elucidation using Combined Techniques

IR uv MS

dunsse d@dnlnsalnd oanslalatan awdnlnsalnd wuaaUnInsunsg

00F ' ' E
00} 43 Mass Spectrum
80[ x
0.5 7] F &
g 60F g
T F S M+
. afs ¥ 7
2 UV Spectrum L ,\2
IR _Sp_ec?rum o 33.3 mg/10 ml 20¢ ¥
| (liquid film) | | 1718 | | ) 1.6 cm cell 3 C4 H 8 O
L e . . L solvent : ethanol L L L L L L . a - . + + +
4000 3000 202;) (cm_1 )1600 1200 800 155 ) L i 40 80 120 160 200 240 280
200 250 300 350 m/e
A (nm)

'H-NMR

WUsaau-1 AaafgsLunLuRn

13C-NMR

ANSUBU-13 JILARYSLUNLURAN
slauugasiunlnsalnd

slasuugaunlnsalnd

H NMR Spectrum
(200 MHz, CDCI, solution)

T T
) 13C NMR Spectrum
(50.0 MHz, CDClI; solution)

1 1 1 1 1 1 1 n 1 3 1 1 1 1
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Structural Elucidation using Combined Techniques

YAYD iYW INTY

¥1aUd9 Chromophore

gaslaana dminluana n1sunnAvasluLana

AU VUA N15AB8IRVBeLTlASIAY

ATUIU VUA N15INBYIAIVDIANTUDY
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Structural Elucidation using Combined Techniques

A28 1 MlASIES19VDIET A mm&ﬂm%’mmmaya&idﬂﬁ

TN/ ‘/\\Il ;Jﬂ" If ‘w.‘ll{“" ‘|’|"' \'r’ A I
‘. ' |J' ‘ 1. %11A1 IHD (Index of Hydrogen Deficiency)
of T ol \ 2. WANTUIVBYAAN IR spectrum
- C4H3O ot ] a >
B Tw e m e m m me e 3. WANIUNVBYAINN Mass spectrum

'3C NMR Spectrum
50.0 M DC1, SOkt

3

- hlli | 4. NATEUVBYAN UV spectrum

I I ! 1 I 1
120 80 40 0 &(ppm)

5. Wa130u1 >°C-NMR spectrum

‘ 6. NA1381 'H-NMR spectrum
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Structural Elucidation using Combined Techniques

1. %11A1 IHD (Index of Hydrogen Deficiency) Mﬂﬁ']ﬂ']ﬂﬁﬂﬁ:ﬁ@; NUSZAIN 15979

20+2—H—-X+N
IHD = >

e C = 3uiumsuay H = Puulalasau
X = nusnetany  (F, CL, Br, ) N = fwiululasiau

NGATLULANAVBIEHS CHO JHD = 2®W*2-8

uagn931 dwusen 1 dwnds niadlasasruiuag 1 29
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Structural Elucidation using Combined Techniques

2. NA1301UBYAN IR spectrum vy anduy

lpgiansaniindiAgrainsduinanwyilandu daihlinismiaseasisaunsavilanedu
a1130d9nALU0IRUAINNITININAINTITAUNAIAY 8 AT dINTUNITIATIZY Fall

O—H 3400 cm'?
N—-H 3400
C-H 3000
C=N 2250
C=C 2150
C=0 1715
C=C 1650
C-0 1100

a. a S ¥ = a 3 o ¢ =
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Structural Elucidation using Combined Techniques

2. NA1301UBYAN IR spectrum vy anduy

IR Spectrum 0 #U
(liquid film}) 1718
PP S I ST S S R SR T SR RN R B
4000 3000 2000 1600 1200 800
\Y% (cm")

911 IR spectrum 209813 A WURANISEUA 1718 cm™ ap9iusy C=0 wansinans A luaisusenauasve
fa Wasnlinuiieues O—H waz N—H uanv1lulvnsanisvandan sazialusd a19asdua15salay waan
lad vsataaivas

' ¥ a a < o L3 IS
Yesan nang ax 300 MmslwanInsuvingatiendnualasiadl 82



Structural Elucidation using Combined Techniques

3. WA15U1VBYAIN Mass spectrum gasluiana dminluana n1suanAlvadlaana

[M-29] uansindinisumneanvesvyionsa CH,CH,

=~ 43 I 1 a
00 3 4 [M-15] wanvindinisunnaanvasyiunsa CH, Mass Spectrum
80 x
- ©
L. O ,24' & '
60F ¢ L | M+ M* 91 72 m/z \Juaug
o - 72 4 W9 lsiTznOslUIATIY (Lunsiiilifignsluanald)
-5
[ 52
20F 57 ‘ ‘
-— 1 lll.l.ll | C4 H 8 O
" 1 2 1 2 1 2 1 . 1 " 2 . ' . 1 ™ 3 5 1L ' 1 4 1 4

40 80 120 160 200 240 280 t
m/e

gn3lLaNaveIEIIEUNINIEY AR CH,O Fellozmaueandiau 1 azmay Wausenauiuvayantaiain IR spectrum guduls

71 O Meglugmsluanaludruvewmyrsveila ugasinduarsusenaualay niauaadnlas
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Structural Elucidation using Combined Techniques

4. §15U1VBYAN UV spectrum

oo T | N
05F o .
= y
8 ;
F & | !
= UV Spectrum
1.0 I P
] 33.3 mig/10 ml ]
f 1.0 cmicell h
1 solvent : ethanol h
1.5 ;'1 PP D ! NS DT o m
200 250 1| 300 350
A (nm)
v
Amax ~275 nm

¥nvas Chromophore

270 UV spectrum 989815 A Wuln mm'ﬁ@ﬂﬂﬁu

5N Xmax ~275 nm

ilaUsenaufiurayaved IR spectrum Iny
ansusenauAsuala Sudun

nrsganauuasinuly UV spectrum ¥a9a15 A
luvasngmrsvaila (C=0)
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Structural Elucidation using Combined Techniques

5. 215041 *C-NMR spectrum TUIU FUA N15INZLIRIVDIANTUDY

l T l L] I L} l ] l L} l L I T l ] I L] l L} I T l L}

13C NMR Spectrum
(50.0 MHz, CDCl, solution)

solvent

\ I I
p 2 3 |4

proton decoupled
| i Lw

] 1 | 1 | 1 | 1 | i | 1 | 1 | 1 | 1 | Il | 1

[
200 160 120 80 40 0 d(ppm)

proton decoupled 12C spectrum ¥04a13 A UsIngdaanas 4 WA uanaa1daIsvauiiuana19nuiavan 4 ngs

C (C=0) sgyeyras 0. 210 ppm sunrsuauvayaisvaila (C=0)
37 CH, aamﬂé’mﬁ’uﬁayjaﬁum IR spectrum fiUsngfiansduil 1718 cm?
28 CH,
8 CH,

a a S ¥ = a ¢ o '3 o
YeBan nang Ax 300 MsluaunInsuningatiananvalaisiadl 85



Structural Elucidation using Combined Techniques

6. WA13841 H-NMR spectrum U VA N15IRGEIRvaslalasau

Peak count

NG LUIHBUNANNY

NUIUAY I

Chemical shift

. . . IunvalUsnau
QIISE OIS

Integration
W lana

AMUUV9IUSHOU

Splitting

J a 4
AIBIBNATILLEIN

AMUIUVDIIUTABUVI LA
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Structural Elucidation using Combined Techniques

6. N315841 'H-NMR spectrum 1MUY FUA N15AN589R2va9lalasIau
'H NMR Spectrum
(200 MHz, CDClI, solution) 2 3
-
1 |
{ TMS
i |
| 1 i 1 | \ | 1 | L | 1 | ) ] 1 | L | 1 |
10 9 8 7 0
3 (ppm)
3, pm

1 —
9710 "H-NMR spectrum P o

2.00 3 Singlet
0.98 3 Triplet
Total 8

Wu31 AlUsnaunuanaeiy 3 ngy
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Structural Elucidation using Combined Techniques

31NYaya 'H-NMR uuanaladn

- H1 A8 CH, Anfumsusuvemyaiveila Jailnavasan EN vilvinalineadniigadu dnsudniuiu
ArsuaundlUsnownIzay 3 f1 (CH,) Jsusngiialu quartet Faunaziinaaiuiu H3

- H2 fla CH, Anfduasueudilifilusneunizey (O) Ao Asuauveaya1sueia Jausngiiadu singlet

- H3 fie CH, \Aingmudumfusudiiiiusaeu 2 f (CH,) Ssunngialu tiplet Zahaziingaiuiy Hi
dethveyavianununysenausiuiy azlalaseasiavesans Ae butan-2-one

H3 H1 9 H2
H3C_CH2_C_CH3

C4 C2 C1 C3
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Other NMR analysis

Polymer

'H-NMR of polylactic acid (PLA)-polyethylene glycol (PEG) copolymer

d
CHs

H=

H—T10-C

C

L

I
C}O‘%CHzCHzO +C—CH20H2—(I"|I —+—OH
m
Oly

y J

b

Polymers 2015, 7, 1177-1191
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Other NMR analysis

Biomolecule

2D-NMR
H, ’N-HSQC
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NMR spectrum of a 15 kDa protein

'H-NMR

NH
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& NH,
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2D-NMR
IH, B3C-HSQC
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Other NMR analysis

Table Il Properties of selected spin-1/2 nuclei.
Inorganic compounds
Nucleus % Receptivity Frequency Examples of
Abundance (Relative to 'H) (MHz) Inorganic Materials
at11.7 T
'H 99.985 1.000 500.0 Hydrates, Sol-gel
Intermediates
BC 1.10 1.76 x 10* 125.7 Metal Carbides
Chelated Metal Oxides
BN 0.37 3.85x 10°¢ 50.7  Nitride Ceramics
3 100 0.834 470.4 Fluoridated
Hydroxyapatites
S 4.70 3.69 x 10* 99.3  Glasses, Zeolites
Silicon Nitride
Silicon Carbide
3p 100 0.0665 202.4  Glasses, Catalysts
Semiconductors
7Se 7.6 530 x 10* 95.3  Semiconductors
2y 100 1.19 x 10* 24.5  Laser Materials, Ceramics
Superconductors
3cd 12.26 1.35x 10° 110.9  Semiconductors
Photovoltaic Oxides
198n 8.58 451 x10° 186.4  Oxides, Ion Conductors
Photovoltaics
125Te 6.99 2.24 x 10° 158.0  Semiconductors
195pt 33.8 339x10° 107.5 Catalysts
27pp 22.60 2.10 x 10° 104.6  Oxides, Sulfides

Electronic Materials

Receptivity equals |y| 3 e (% abundance) » I(I+1)
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Other NMR analysis

Inorganic compounds  #Sj{'H} spectrum of 1,1,3,3,5,5-hexamethyltrisiloxane (Neat)

4
/ magritek

CH3
1,1,3,3,5,5- \ [
hexamethyitrisiloxane b HsC {

' \SiH/?\Si/?\S.H/%
298|{1H} \ | £ FI
16 scans / Hy H3£ HsC
Inverse gated decoupling 25 ¥ 8 11

60 s repetition time
15 min experiment time

W%MW\YM%VMWWNWWL”WWW W AN A A MM i

i T
3 8
o i
T T T T T T T T T T T T T T T
25 20 15 10 5 0 5 -10 -15 -20 -25 -30 35 -40 -45
f1 (ppm)
https://magritek.com/2017/06/22/silicon-nmr-on-spinsolve-part-1/
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