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& Samplew ﬂLﬂck V Tunew JL Spin= | % Shim= J{H Prosol |1~ Gainw |  Gow Options =

27 JO-1>5—-JIAZAHRD Acquire ¥7 DAHIE

©  Acqure §TEIUYILT, IO—A25-IT( A2UNDEZFT (B 27) .
@ BYINEBALET,

e
= CNBEDIRERY Y TNFIO v —DHIBELBRVEETIRIENRBRDET, ThEThE
BLTVWEEFTOTHRIBICRU TRFZEVD T THRALET .

A) YITNFIOSv—hIH3EE
a. YIS INFIoSv—ORIVY —(CBEET,
b.  sx_.n%ZIXVRIAIIASL. Enter #8BLFET (n'IRILI-DBSTI)
IRV RREITENZEY D TINFIoSv— D> TN eI Ry NEALE T
& YYIINTTICYTRYNC A TVWRIBEIEH S TIVEBEENICANEZ5E T,

B) Y YINWFIZIv—DRWMES

a. B IWITRANULTH Y TN ERT Ry N LBy N CERIRRBICLET
% sample~ ZIDATIWIL. O TWITRIEAZ1—-%FRL (B 28) . Turn on
sample lift air Z38iRI 2L, GO TIITHADCRD, ITRY N EZBHNSIT7NEEHUET,

b. B IIWITHEBALEBHUTWBIEZHERL. oI EYT 2y NORT(CEVIAHE T,

c. EBEN smles ZIDATIWIU. YO TWITIEIEXZ1—-%FKRU. Turn off sample lift
air HERIZEHOTINITHIEED. B2 TIART Ry MICIEBAINE T,

W Samples T¥Lock V T

Turn on sample lift air (gj)

Turn off sample Iift air (ij)

Control sample temperature (edte)

28 YUTNIT7 DIFFEAZ1—
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YO INFIoov—hRVRE TES YO I I PHIESH U e TESRLTHS
Y TN ERT 2y MR T RSBV TEZ L,

YO TIWITHATDIREETH Y IV EE A 5L NMR SR EXIIE I 2L51 8
TR ZE (YT EIBEBATIREDIRADRRERDEFT

L=

BUTINEAR. YO T EAIB(CHBASNZ 2R ROXTY T EHFT .
BTN EMBICEEALIBASTVBINENOIEREAT—H R/~ LD Sample 743> (A
29) TITRET.

Sample Sample Sample

¥ %

29 BUTWONIERRY GUL k& : YOI IDOAENFA, R : Y TIWIFHHTL
BRE, B : BOIWHIIRY MDEMBIEAEINTNS.

® OvIEMIFET,
Lok 2 Hw S B¢, BRBEO—BEROI(TOIHEIEET,
BT 3EAREDEIRU. EIILET,

= CD:EZB0AITIE CDCI3 Z#ERLET .

& sonerts abic NN IR |

Acetic acetic acid-d4
Acetone acetone-d6

c8De benzene-d6

CD3CN acetonitrile-d3

CD3CN_SPE LC-SPE Solvent (Acetonitrile)
CD30D_SPE LC-SPE Solvent (Methanol-d4)

CH3CN+D20 HPLC Solvent (AcetonitrillD20)
CH30H+D20 HPLC Solvent (Methanol/D20)
D20 deuteriumoxide -

Lock nucleus: :2H ':
30 H{FHEVA

BIENTE T92EA— MOV IDBIMENFIALE T . T8 T £ CICEFETIREMDIHZENHDE T, OV
INTET I 2ERT—IZRIN-DETFIC lockn: finished. &5 F BSMS status message O >34 —
IR (Locked ™ wmmp Locked @) (T2, OvINHIOzCEERLET (B 31) .
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Sample

Acquisition information Fid Flash Lock
L1 ¥
lockn: finished no acquisition running “

31 Lock BDATF—HRAIN—DIRRE

POWCHK [ Probe Temperature Spool BSMS status message ime
a X 12033
on @ Reg. State: @| cron o | Autoshim @ Locked @ Error 06

OwIhholeCE=MEERL T IROATY I (OEHFET

@ JD-TOF1-ZIBLUPIYFUIETVET,
Vo twew RG> R JUYI S BEA— NF1—-Z2 T HBRIEEN Wobb BIEN'ZRRENET .

&

32 A—bMF1—-Z>9thd) Wobb HEE

foonaosrssamoe i

A=MF1-Z2INT T IBERT—HAN=DE T Job succeeded (Command ‘atma’ on data
object ‘C:¥data¥training¥Feb12-2014¥10¥pdata¥1 ¢FRRENET,
& A-MI1-ZIITTEOAVT-SOT-Fty IS ERLTVST -9y MOZFIICRDET,

F1-Z IMERICTE T UL T ROATYTISEHET

A ROBEIRTF1—Z2 DRIFRBTRITIESL,
B LV EBALR
B AECERIIENEEING
F1-Z2JOENTORVWEFRIEZRITI BEEEORRERDET ,

® BYINOEEELET.
& spinv £IHZTHWITRETINAIOAZ1-HNERIENET (B 33) . X=1-H5

Turn sample rotation on (ro on) EE}R@%C@E&EE@&@UQ{@'O
&  FIANMDOEEREDREE = 20 Hz TY,

23




ev | db spinw | 5 shim< | &V

Turn sample rotation on (ro on}
Turn sample rotation off (ro off)

Change sample rotation rate (ro)

r{ | MAS Pneumatic Unit (masdisp) I

33 YUITWEEDOINIIVAZ1—
EEREEZ B U VMSELET IV AZ1— 5 Change sample rotation rate (0) 2 334R L, 5> )| [BlER

BEREROT(7D)zHEET (B 34) . FREOEEEERYIACAAL, [satoaton 727! )y7
FRENT LTI OEERNIRFDET .

Start or stop rotation of sample

Rotation frequency of sample [Hz]: 0

\ Set value H Start rotation |I Stop rotation H Cancel ‘

34 BYTNVEESEERDS(70)

EERMEEDEFRE TR ELILERDATYTITEA TIZEW,
BUIINERBICESALTBASTVINEN DIERIFAT—HZ/N— LD Sample 713> (X
35) TITAET,

Sample Sample

RN

35 YUINWOEEREERYT GUL, A : YOIUNEIELTORW, & : YT
HEELTEEELTVS

ShiARzLET,

& shim = ;RG> %I S BEE BN AFENBIAINET,

S NN BIASNBERT—IZIN—DETFIC topshim in progress ERRSNIzOSBENBIIAES
NF9J ., SLTREEICEIIRRIEEHS 2 DIRETT,

BIEREIE 36 OLIICRAT—IR/N—-DFRER(CHS Acquisition Information [CHEEEIENER
RS, B0 FID Flash ATHRL FID ORXEIN mLET -
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Acquisition information Fid Flash

Name/Expno: 1D acquisiti.. /3
Scan- 0/4 'h—-—

Residual time: unknown

36 AEPDRAT—HAIN-DRR

S GARNTE TI5ET—IRIN-DETFIC Job succeeded (Command ‘topshim” on data object
‘C: ¥data¥training¥Feb12-2014¥10¥pdata¥1 ERmaN. AIEN T TUE T,
& JARABRTTEOXYE-SOT -4ty aESERUTWST -7y OZRIICRDET,

> LIREENTE T Ul L2 EERL T RDATY I (CEHET

JO-FERUEVARENT—EDOHHAHELET .
Aprosol~ | R4 %Dy S BETO-TIEL TRESNSEEIR/ UL RIS SO~ ENFimAENE
3-0

Ly—=-N-541B8EEZTVET,

L= Gein v RESEIIITBEL S —N—4 1 > OE BN BIEINET.

L3—N=51> 0B RN FHIRESNBAERT—IZAN-DATFIC rga in progress EFRRmSNTzD5
BIENRIRENE T, LS — NS> 0B ERAZE(CE I IFME(EE TINS5 2 DIEETT,
BIERIE 36 DLIICAT—IR/N-DHhRERCHS Acquisition Information (CHEEEIENZE
R&N. D FID Flash ATHRL FID OEXEIN =L ET o
L>—N=51>0BEAENTT T I 5LT—IAN-DETF(C Job succeeded (Command ‘rga’ on
data object ‘C: ¥data¥training¥Feb12-2014¥10¥pdata¥1 EFreN. BIENT TUET,

L= N=F1>OBEAENT T Ut Z2ERL T IROATYIEHET .

@

AEZBIBULET .

B sov ko> a b g BLAIENBIEENET.

SBIEDBIIEESNZERT—IRN-DATFIC zg acquisition running ERRSNIZOERITEHFIIAS
nx9.

BIERIE 36 DLIICAT—AR/N-DHRERCHS Acquisition Information (CHEEEIENE
R&N. D FID Flash ATHRL FID OEXEIN =L ET o
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3. T-5uH
COEITIZFI—RTD NMR OF — 5B RMCERIALEY . iRt NMR ORIFEET — S0
EIRDIFFICONTIE 6 BITREALE T

Start Acquirel Process IAﬂaIyse Publish View Manage @

M. Proc. Spectrum = gy Adjust Phase = | 2. Calib. Axis = ﬁ’f\ﬁ Pick Peaks « _[ Integrate = | Advanced =

37 JO—-A>9—-JI4AHD Process 57 DHIE

© Brecess 57 HJUYILT, F—-HNEBABICIO-1 5 -JI( A%2I0EZFT (B 37) ,
® L Proc. Spectrum~ EE;RLI\ EE”?_QMI!EFTL\E?O

= IBOZRHZZEEULWMESEIC(E Appendix OV E 2 BIDIEHGOZHR

@ (MHERMEZEITVET
B &7 - SUBTIARMIENETEINEFITN R+ ARBECEFETRAELET.

a. *»Adjust Phase~ #wL T, ABEIEE— RCT -4 ROZTIDEZF T,
b. Pivot point Z&hHEZ T,
RIABHEIEE— RICABE Pivot point(FRUVER) DR RENET
1 RABIED pivot point 2ZZEUIEWEE. E-I0_ETEIUYIL. BT AZ1—-0D[ Set Pivot
Point1z:#RUF9 (B 38) .
RIADH-VIDEIAIEIC pivot point MEENLET
> Pivot point (3T JA KN TIE—BERERMESICEVET , COIRRETAMBEZENTE IBVEAEIC
(F—ESHIZOESICEDETRAERRL T,

1 demo 1 1 Erdata\demo [o]e &=
A0 1R 90-90180 <~ Il FEJ

5 has srement = 0,10 ph0 = 0.00 phl = 0.00

Set Pivot Point [o
Calculate pho r

L
J‘k 3
N .

T T T T
15 10 5 0 [ppm]

38 pivot point DFE

c. EEAELICHZTAIY 0 #EIUYIURIS, XIA%_ETFICEINU. Pivot Point MIEEET 0
ROGAEHEZTVES (B 39) .
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{1 Feb12-2014 10 1 Ci¥data o [ m | [4 Feb122014 10 1 Civdata BN <

Arn1ngngn1sua|>ul§i,g.1\ ¢u1kgusu1auax>ula,&.1\
P - = i 7:3

2 10 & 6 4 2 o pem 2 1 &5 & & 2 o ppm

39 {AMIEE—ROT—FV1VRD

d. RICEBEELCHZT7AI> 1 ZEIIWIURDS, YOR%_ETFICEIHU 1 ROAABFEIES
TVET, 1 KHFEIEE. Pivot Point M E-EEBENTS ) FILE BRRDSHEIEEITVETS
e.  El (Save & return)z7UvsL. AAEHIEDE— REIRIFET .,

@ {EFIIMEIEZRTVET,
a. neaib aise EJIYIL T ALFESTMEEE—RICT -9/ ROEIDEZFT (K
40) .
5 T4 RUEYIDEZ BHTICHIEL VW — 2 EATRL THEDSOIRIENEICRDET.
b.  H-YINEHIELRWE-INNTCEDE., £VUvI%LEY, Calibrate 94 7OIH'BIZETD
T. WIEfBZ AN, OK Z&ERL. {LFS I MEIEE— FHB1RITET

T S S e e et B e
004 003 002 0.01 -0.00

40 {EFSIMEEE—ROT—5I12RY

® E-JEvI%ITVET,
a. tepick Peaks = ZIEIRL. JUwIL T, E-IEYIE-RICT =942 ROZIDEZES (E
41) .
b. T4 RORTYIRZ I IUVIURBNS RSV G 2EREDRYIZNMEINET .
AIZROE - MNITIRE-IEyIENn %9,
& F=AIIRIE L = VAN EBIGERENTORVWERY IR EIEITER A £z, = 740>
HNEBIGEIRENTODIREETENIRICEDILAFE NN RZFE Ao
BE(CE—IEYIEn zIBRE I N THIBRUZVB &, REBERLET,

9
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1 Feb12-2014 10 1 C:¥data o |5 i&]
L% .45 % DELE)
o m, T L gl I EL D d
T =
2
-2
MHYIOFINT-CONMNOD no
NOWMHMMOG T~ === =0y oo
S Oanhaahahn S
L L L L e S o O O o
e oo o V [o
2

b

—_—
10 8 6 4 2 0 -2 fppmj

41 E-EYIE-ROT—9V1VRY

B (Save & return)zi®iRU. E-IEYIDE-REIETULES,

® B|AEITVIY.

a.
b.

C.

S imegrates HHUYILT, HAE-RCT—I94> RoREIDEZET (B 42) .
F—H4 RO TIYIZAREIIIUEHIS RSv) T BEREI BN E T,
= FHURIE H PA TN ERCRIREN TURNRY R ST E - Ae ET2. [ 743
SN SRIREN TOBIRAE TR IR L BIAI BT RZE Ao
= BCC—hPyraniEmEsAThiBLEvESE. | K smiruEe.
— P IHL NS AICHES HHRD_HCRIRDN—VILEES, HIUyIA=1—1 Delete
Current Integral #&RUEY,

{1 Feb12-2014 10 1 C:¥data

Tod Mo b/ # BE manan IX*2/28%=3F $ X a8 8 J

—

o
=

4 3 2 1 Ippm]

42 BAE-ROT-9V1VRY

BOMEOFvUIL -3 %TVED,
=V ZREZHRORAITEIIYIL. XZ1—h'5 Calibrate Current Integral Zi#iR9
3¢ Calib A4 70U HRAEEI DT, FEZA LT > | #HUvILET,

(& caiib A =)
Calibrate selected integrals

New value

43 Calib 51709
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d. EHl (Save & return)&®&IRU. BHOE— REIRITET .,

4. ARI MVOEDRY
Start  Acquire  Process Analyse View Manage @

|ICopy & Printw |- PlotLayout> <5PDFw @ E-Mail

44 JO—-A1>9—-IIAAHD Publish §7 Ofiri&

® Publish 5% JUvHLT. T—HNBRICIO-1V9-TIA A%ZU0EZXZFT (H 44)
@  =rint- RIYEIUYILT, ‘RSN TVWIEEZETDFFEIRILET .
& [Pt Layout- YT TBETOY NA 7D MREBIE CFETL. FElRERE CEIRIZEELI LN TEE
ER
SHICOVWTIEINZ 17 SR,
& (PP AHylgBE PDF JpAVER TH A TEES,
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5. ZR5 NMR HIFE
ZOETIE=IR5E NMR ORIEICDVTHIALET,
37— 5y NOVERRICOWVTIE 1 B, —R5T NMR ORIELSHEDIRIEICOVTIE 2 BiE SR,

© 1 BOO~GIUEN>THRT -7ty MafERiLET.

=  COBBTT HYMER I BBRCANTIRBIZRDESDTT .

[Name]: Month><date>—<year>

EEHOREOH® 3 XFRED. HICE. £M1ADET,
[EXPNO]: 120
[Experiment]: HSQCGP (2D 'H-13C HSQC 2RI NIL)
[DIR]: C:¥data¥training
[Title]: 10% Ethyl Benzene in CDCls

@ 2BEOO~QILEN>TYYTNEIEAL. OVIEMIET,
=  ZO:EZBOFITIE CDCI3 ZERLET,

Q@ 2HO@ILEN>TIO-ITDF1-=VIBLVIYFIIETVET,
F1-Z2INERBCT T UL #HERL T RODATY I TEHET
= ZOFEBOHFITIE HSQC ZRIEIBDTH ST F1-22JUFET,

& IROBEENSF1— 2T DIRFERS TR TIEEL,
B FULLWH T EEALR
B AECERIRENEEENL
F1-Z2TOENTORVEFAIEZEITI DEEDFEREBRDET,

@ 2HOGILENST, YT NEEELET.
EEEHEE OB CRELESRDATY S IEA TS,
& I3 MeFEOIBAEEFY Y IIINOEERHEEH RVER A
® 2EOGILEN>TYLAREELET.
S RN T URTERRERU T, ROATYISEHET,
& ITIC—RTARINVERIEL TS ARAZEMED>TVNIECOER I ZFYIUET,
® IO-TBUEIVRIEENT—EOFEHABELET .
Alprosol> | R8> %0 ys BETO— TS CRRESEEEIRS UV AIEE) (D —BHEaAENE
R
@ Ly¥—N-51 EBREERTVET.
b= Gaine 5RO RIS BEL S — =4 (> OEBAENBIAENET,
LS—N\=51>0BEFAENTT TURCERZERL T, RORTYIEHFT,
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WAEEL L RRBOREEBIBIET,
= 2271} 2~ 3 EIT—IR5T NMR OF —ERELT, MIBLI=EL THBELET .
AL MEE BB TOVRMEARAFYTLET .

1 Feb12-2014 10 1 C:¥data P=5 Eo 5

‘ Spectrum AcquPars | ProcPars [Ti(le I PulseProg ‘ Peaks [ Integrals‘ Sample‘ S(mcture‘ Ploll Fid |Acqu‘

& setlimits |
e o

=
g
Close this dialog box after setting frequencies. r ;‘
2]
e

Q‘ 1. Open 1D dataset from Browser.
2. Zoom into region of interest.

3. Click OK to set frequencies and return to original dataset.

T T T T T T T T T T T T T T T T T T T
8 6 4 2 [ fppm]

45 Setlimits Y4709

b. —R7t NMR OLI7L Y REUIEW—RIT NMR OF —3% 7 =394 ROICEZEE Y,
= ZOEBOFITIE 2 BITRIELE H 1D ZRIKL (C:¥¥data¥training
¥ Feb12-2014¥10¥pdata¥1) %BAEET.
C. 2D TEUAIEE LUV R AFRRUE T .
FRENEEHAERECL T, RSNEE O LIF O EIRE L TRESINEY,
d. Z2IWILET,
= HSQC O&IINFONRTTRIEDIBE(CIE 13C 1D DRRINUREEFIFALT F1 Shogbalssm
ERID BRI DR TEZHTTRZET
ZDIEA(F a~d DIRERIZEDRL 13C 1D OZARIMNVEZEIRT L. YINIITH—TTDART N
DIEFEZ L CEEINIC F2/F1 B8O S5EY)REDCEVRIFR O EFIL B EE SR ELE T,

© MEEMEBLET,
B Go= ko oy s BERIENBIARNET.
SAITEDBIBEINZERT—HRIN—DAE TFIC zg acquisition running ERRSNIZOSRIENBIEEN
F9,
AIEDR(IE 36 DESICAT—HZRIN-DHFRERCHS Acquisition Information (CHEELIEINE
Reh. BED FID Flash ATHRL FID DR ED sUBmLET .
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6. ZiX5x NMR OF -5

COEITIE=R5t NMR OF—H0B(COVWTERALF T .
—iR5t NMR DL EILBOIRFICONTIE 3 iz SR

® 3EHOO~QIULEN>TT—IDUEBEHRNET,

@ (UHEBEZITVEY.
= BT -NUBTAABMENRITEINEIN A +DRIGSICEFETHELEI.

a. “oagsthases JUWIU T AABRIEE—RCT—904> ROZEIDEZET (B 46) .
b.  ARINLOAEYETICHIE-IZILARLET .
= ZIRTTOARIMNLOIFEER ECEENT 2 DOESZETIAEMIEZLET .

c. E-JOHRRICH-VIZEDET GIUyIL A HERULET.

o
3
£

T
F1[ppm]

aaaaaaaaaaaaaaa

40

—
60

e

T T T
140 120 100 80

R T T T T T T T T
8 % 6 5 4 3 2 F2 [ppm]

46 —RFTOMBHIEE—ROT—HV12RD

d.  b~c OEFZIENRL. RACRALE - Ih S AR E(CRENAIBCRPE—)%65—D
BEUFT (H 47)

40

T
60

T T T T
140 120 100 80

T T T T T T
8 7 6 5 4 3 2 F2 fppm]

47 EHROE-IBBRUIRE
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g.

IR R9>%DUILT. Row (F2 8) BREIDASAAT —9%FRUET,

3 EIDQDEME CAARZHIELET

=

090580 < Il 4 — 11 = 3 5 |

ol

il
\
B

L

f

i

71385627
i

5

48 Row BRIDASA A& {E>FAARMIE

Bl @R TAARBRIE A REL CAARMIEE— ROVBIRITET .
& F1BOMABREEFEFEEALD ZIRTRIETHESDFEAN . MBI NHIERINEISEC(E. e DFIE

wClaou9oLT. F1 810251 27— I CAABRIEABTRVET.
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45 TopShim ZRV\ o fEgeFREE

1. FR1%H

2.TopShim3D (CLB> LREEL
S LI7IIVOREF

3.Shim J714)LD&edHAdy
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IV. TopShim [CK D fiFEERAEE

CDETI(IAFC TopShim ZAVEZRTD S ATREEICOWTHERULET,
ERFTOYARERFIERITOTVWEREREFRSDERAD, ERIBICITOTVWERE LT FEZ RIF
RIREETHHTIRCEDTEFT, Y ARZEICIE Bruker iEZ=#E:A8 D Water Suppression (2mM
Sucrose, 0.5mM DSS, 2mM NaN3 in 10% D20 / 90% H20)%{#EBULZY,
SRR LAI7AIVELTREEDORIFRY ADEZRFLTH(IENTEE T, BHO' 0-J%
ERDIBE0IN-J M, 53VEEEROBRIBIFRECTIFANINERHAHETETRHRED
BRE(CEISRIEMNT T ICREBRERITREN TEET,

1. ER#E(R

® NMRF1-F%&IJIRYMAICEYMNET,
= III-2 OS8R
@ 49 O &SI, FHLT—F 1y MefFRRL 2IVYILES,

w AECEMREEROEOTHEVWIEAN, SE PROTON 2EALET . DT -5ty MEMK
ROMERMERDEDTHENEEA.

& New. ==

Prepare for a new experiment by creating a new data set and

initializing its NMR parameters according to the selected experiment type.
For multi-receiver experiments several datasets are created

Please define the number of receivers in the Options

NAME topshim
EXPNO 1
PROCNO 1

* Use current parameters

© Experiment PROTON
A Options
[v] set solvent H20+D20 b

@ Execute "getprosol"

) Keep parameters: P1,01,PLW1 - | Change
DIR C:\BrukenTopSpin3.2\data\bruker -

[7] Show new dataset in new window

Receivers (1.2, _16) 1

TITLE

[ ok |[ cancel |[ moreinfo. || Hep |

49 TopShim ORDT—7tY bOIER#E(E
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® FT-9tybO{ERET# (B 50) . OYY% H20+D20 THFZET,

72
@2

& Bruker TopSpin 3.2 on CZC442332M as root - - ™ =)
Start  Acquire  Process  Analyse  Publish  View Manage & T
% Samplew | ¥ Lock| V Tunew | db Spinw | & Shimw || & Prosol~ | - Gainw || [ Gow || Options »
. o 7 | [z -
_O|k==ih T 5 | Ak B g s
RRD i/ |+ + S M@ FTS L) A
[ topshim 11 CBrukenTopSpin3 2 dateruker [=loE|
Spectrum | ProcPars | AcquPars | Titke | PuiseProg [ Peaks [ ntegrals | sample | structure | piot | Fid | Acqu]
Yo rav data available
Mo processed data available
Sample | POWCHK | Probe Temperature Spooler SIS stalus message Time
queued: 0 103644
deyet: 0
con 0| Autoshim Locked @ Error | Mar 06

Acquisition information

Fid Flash [ Lock
||

no acqisition running

\/ on® Reg_ State: &

@ TO-TOF1-=>IBLVIVFIIEITVET,
I11-2 @8

o

=

B 50 5—5ty ok
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2. TopShim3D [C&B T LREES LAI7L1INDERF

TopShim3D ZAWVWES ARZEICIIED ~H+DEELET.
TopShim3D E{7#(d. SAIYTOWEZITVET,
® JYYRAHASAVIC, topshim gui EAFIL. Enter LET,
TopShimGUI iee&iLFxEd (B 51) .

B Torshim =R

Shim i’Reporl ! Semce}

SHIM

Dimension 40

Optimisation |solvent's default
Optimise for |1H
Use 26 v

TUNE
Before off
After off

Only

PARAMETERS

El]

STATUS

not running

CONTROL

[ sn | sop [ wep || ciose |

51 TopShimGUI DiEEh

@ TopShim 3D &#R{T79%4733>Y (B 51 OFKVWAADOHRDFIVIRYIR) EBAVICLT=R
FTEOYIVIERFLET.
| sttt |miBges T RBIALET,
= NMR F1—-JFREZJSERUMREET TopShim3D #E47LE T,

=  FoTWBRIIC | REPOT R HUwALET,

® Topshim DR T LBEREHBLET.

J Remﬂ 5T, Results IEE(C shim changes h&ER&ENNETTTY (B 52) .
PDEREERAREDIER2HERLET,
TR CAEREEN LA TVBTERFERRL TXZEL,
CORICBIRNONDS AXYTOMIECEE VD RREENREICRDE T,
STRICHHREEE LBz improvement=1.0 ([(R3LzMERELET (B 53) .
improvement=1.0 £R5HNOIIZEF. @Q~OZBEXRITUET.
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8 Topshim [EESEER =)
_[ml Report | Service|
3D SHIMMING -
Parameters

maximum order=6/7

probehead = Z116098_0352

solvent = H20+D20

shim nucleus = 1H

nucleus optimised for = 1H

01p (from lock) = 4 70 ppm

optimisation parameters = ss

linewidth 1H = 0.30 Hz

envelope shape / strictness = 1.75 / 500

Resulis:

rga performed = rg = 10.0

initial BO stdDev = 30.16 Hz

final BO stdDev = 0.20 Hz » improvement = 152.5
envelope width = 0.92 Hz

m

LL_stimrehanaes.
7 +953
z2 2
z3 +83
z4 +562
zs -79
z6 -907
X +652
Xz -16
Xz2 -3z
Xz3 -25
Y -98
Yz +52
Yz2 +14
Y73 -

T GUTEnen = o T 27 sec

completed successfully
finished Mon Mar 09 16:33:04 2015 W

52 TopShimGUI Report #7" (TopShim3D 5T %)

-
& TopShim

Shim| Report | Service|

30 SHIMMING

Parameters

maximum order=6/7

probehead = Z116098_0352

solvent = H20+D20

shim nucleus = 1H

nucleus optimised for = 1H

01p (from lock) = 4 70 ppm

optimisation parameters = ss

linewidth 1H = 0.30 Hz

envelope shape / strictness = 1.75 / 500

Results:

rga performed = rg = 10.0
initial BO stdDev = 0.21
final BO stdDev = 0.21 HZ
envelope width = 0.96 H
shim changes: none
duration = 2 min 37 sec
completed successfully
finished Mon Mar 09 16:38:28 2015

53 TopShim DFEROUNKDTED
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@ YLIYTDFPIITL—33VETVET,
54 OFRVEAOFNOLSIC GUI DFEZITL, NI B=IIILET .
550 2 DNEE X —SOmAICHLTENEN, LA & | RIS BEFPUTL -3
I HBAIALET .
= PARAMETERS #HOF IvIRwIZ %A LT, ASIRYIRIC cal 38 FELES

8 TopShim e
Shim | Repoﬂl Service|
SHIM
Dimension @ 1D @ 3D
Optimisation solvent's default >
Optimise for | 1H >
Use Z6 ¥
TUNE
Before off =
After off |
only [
PARAMETERS
| @ [ca |
STATUS
not running
rCONTROL -
Stat | Stop Close

54 TopShimGUI correction DSEHE

[ F |
ép topshim ﬁ

& topshim [
The following 1D shimming involves important calibration procedures. ! Note that due to the calibration procedures
e Therefore make sure that a good 3D BO homogeneity is available, € g. by using 'topshim 3d' no spectrum optimisation will be performed.

Note that you can always repeat the calibration by performing ‘topshim cal'

Press OK to continue or CANCEL to abort.

L

Ok

55 Calibration BAtREIDEE

® WEER% | Report| gy emsmLET (B 56)
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18} TopShim oniE)

| Shim| Report | Service|

1D SHIMMING

Parameters:

maximum order = 6
probehead = 2116098 0352
solvent = H20+D20

shim nucleus = 1H

nucleus optimised for = 1H
o1p (from lock) = 4.70 ppm
optimisation parameters = ss

Results:

polarity calibration done

shift calibration done

probe position = 0.02 cm

initial B0 stdDev = 0.25 Hz

shift calibration done

probe position = 0.03 cm

sample size = 3.04 cm, position =-0.03 cm
correlation calibration done

B1 calibration done

final BO stdDev = 0.13 Hz > improvement = 1.9
envelope width = 0.55 Hz

shim changes:

Z -1
72 +9
z3 -20
Z4 -85
Z5 +38
z6 +187

duration = 1 min 35 sec
completed successiully
finished Mon Mar 09 16:40:49 2015

56 TopShimGUI Report 7' (FrUJL—>3>DFER)

® FrUIL—3a>vI7MIhEFFEhECLEERULET,
IR RAFISAIC topshim calinfo L AFIU. Enter UET . B 57 DL 70T hBEIEE
9, FRVWUAOFOHEEHESEL. FrUTL—Saoh BN ExHERLET,

i, topshim &r

Calibration Information Z116098_0352

Probehead calibration performel (Mon Mar 09 16:39:15 2015) |
magnet polarity = 1
gradient polarity = 1

i gradient shift = 0.26 mm

B1 calibrajias-pacocnad
1H coilf (2015-03-09 16:40:45.729) I

Correlation calibration perfs d
matrix = 292?22aa.dat7Ei(M0n Mar 09 16:40:18 2015) I
scaling=103103096 702002 112

Details |

57 FvUTL—>3>I71 )V DOEFHEFE DR
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@ YLIT7PAINEREFLET,
INRADFAC wsh EA U, Enter UET . B 58 054705 HEEENILET .

& Write shim values to disk: Select a file from the table or type a new file name g

BBFO_150127_rsh ‘ Tue, 27 January 2015 11:40:26 2 5mmPABBO BB/19F-1H/D Z-GRD Z116098/0352

BBFO_150127_snc Tue, 27 January 2015 18:07:35 2 5 mm PABBO BB/M9F-1H/D Z-GRD Z116096/0352
BBFO_150128Ws Thu, 29 January 2015 11:11:38 4 & mm PABBO BB/19F-1H/D Z-GRD Z116098/0352 i
BBFO_1502068ASTM Fri, 6 February 2015 10:54.56 4 5 mm PABBO BB/19F-1H/D Z-GRD Z116098/0352 ‘T|
4 m | (3 i

| Fiename [BBFO_150208 ||

sea [[awe ) wen ) [maee | [cose |
58 SATPANEDRE

58 MOLA(Z. Filename (FEBDI7A I E%ERTEL NI>ED)YIUET
59 0L3C FERR U D7PA IV MR TFENE T,

=  CCTlE Filename Z BBFO_150306 (Probe %  H{T) &UFUE.

FO_150127_snc T Tue, 27 January 2015 18.07:35 2
| BBFO_150129WS Thu, 29 January 2015 11:11:38 4 S5 mm PABBO BB/19F-1H/D Z-GRD Z116096/0352
El G Eebmuan 2045 4054 58 4 Snm PARRG BRAOE N0 7 GED 71458 =
BBFO_150306 Fri, 6 March 2015 12:30:22 4 5 mm PABBO BB/19F-1H/D Z-GRD Z116098/0352 Iv
< m ‘ 3
Filename: |

[ mead | [ wwite | [ wiew ][ petete | [ close |

59 {ERENIESLI7ANVD—E

3. S LI7ANVDEHIAH

® JIYYRABASAVIC rsh EAAL. Enter LET,
@ FEHAHEITVEW File name ZFRL. RI>EIUYILET . (B 60)

S

& Read shim values frorm disk: Select a file from the table @

[7] 5et also lock parameters

[eas | v | [ ] (oo ] [ Giose |

60 S AJ7A VDA EH
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5& Appendix

1 8ITE/NSA-—F—E

2.IconNMR _EDsEHHIR/E

3.0-1-HY—-AH4-J14 X LDEF
HHIRAE

4. AR NVE
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V. Appendix

1. BAE/NSA-H—E

ECEDNZUEDSS., #HRENB)/GA-FYMeR 1 [RULET,

X0l edasp BEAT F3 Fr>RI)%& OFF [CUTWEREE, ased EHT ZGOPTNS ZZERICEREL . MESEE L
NRSA-5tyh4 FKWARS=T>R IWAT0I54 B (5%) TEEEIE | ToF1 @omEDwH)

PROTON 1D'H 2930 1min 32sec 16 -

C13CPD 1D*3C zgpg30 59min 1024 -

C13IG 1D*3C 2gig30 58min 1024 -

C13DEPT45 dept45 dept45sp 15min 256 -

C13DEPT90 dept90 dept90sp 15min 256 -

C13DEPT135 dept135 dept135sp 15min 256 -

COSYGPSW COSsY cosygpppqf 5min 1 128
COSYGPDFPHSW DQF-COSY cosygpmfphpp 39min 4 256
NOESYPHSW NOESY noesyphpp 46min 4 256
ROESYPHSW ROESY roesyphpp.2 44min 4 256
HSQCGP HSQC hsqcetgpsi2 15min 2 256
HSQCEDETGP Edited-HSQC hsqcedetgp 15min 2 256
HSQCEDETGPSP.3_ADIA | Edited-HSQC hsqcedetgpsp.3 56min 8 256
HSQCETGPSP.3_ADIA | HSQC hsqcetgpsp.3 55min 8 256
HSQCDIETGPSISP.2_ADIA HSQC-TOCSY hsqcdietgpsisp.2 1h56min 16 256
HSQCETGPNOSP_ADIA | HSQC-NOESY hsqcetgpnosp 3h55min 32 256
HSQCETGPROSP.2_ADIA | HSQC-ROESY hsqcetgprosp.2 4h6min 32 256
HMBCGP HMBC hmbcgplpndqgf 16min 4 128
HMBCGPND HMBC hmbcetgpl3nd 34min 8 128
INAD CC correlation inadqf 22h57min 128 128
CMCse_H2BC H2BC h2bcetgpl3 31min 4 256

& 1 #R)(SA-5tyh
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2. IconNMR kDR

® IconNMR BFENFA-IDEEAZE TD 1
BELOHEEIEDENSEE U \MEEDETES EZHRIELET .

o

61 (i)DLIT/TA—5D B RI=IIILET.

KIA—FREDI4> RINBIEES (B 61 (ii))

BELER (NS)ZADLEL N> ZIUILET, (B 61 (iii))
=  CZTIENS1024 H'5 NS256 (CEEULFET,

BEOBLEEOLMNSEEIRL (B RIUN B ARRETINT,

(K 61 (iv))

(i) IS A—% S bJL... BHITERFRE
(ii) S A—s B b, AR
B @
NS 1024 Number of scans
Hz] Rotation freauency of pl
|| oK |

(iii) T A=R &AL BITERFRE
humb f scans
0 DlHz] Rotat frequency of Pl
[ ok |

(iV) HoA—B B4 )., APERE

;L 00:14:50

B 61 IconNMR EEEIHOZEESE
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@ IconNMR BENSA-IDEEHE TD 2
INIUNCRIRESNBINSA—FLTOIFTENTA -2 ZE B U VGEDREZHBAUETD,

e. IconNMR D4 RIT, B 62 (i) DLITINSGA=ADTINAIIAZ1—D5, BIEINTA—
HOIREEI IWILET,
f. BT TopSpin OV~ ROANBEHAIDEDDE T, (B 62 (ii))
g. oA ZZEBLEFT
& CZTR/OLRTOY5L(PULPROG)% zg30 h'5 zg AEEHIZRUED,
62 (iii)DLSICEEL, [reumorconir 1’5>%IUwIL. IconNMR OEIEICRDET

=

(i ) I ¢ IconNMR: EHEBAE
IPIL(E) =T (R) MLY— (L) B3 (V) #xB (N) JESA—F @] AT>3> @) YL@
| &me > o O 8 i I BISE T A =S DIRE (A)
LIS L —ROERE (P)
EROIRERD BELWE I SA-ZDRE R®)
‘mm‘e a7 KR F+AY EHl I-HF—HEODaTF U) 4
[ [} FlRaTas
( i i) ‘ Spectrum‘ AcquPars ‘ ProcPars |Tit|e | PulseProg | Peaks | | Sample | Structufe| Plot| Fid |Acqu‘
4 | .
o T1S § (43, ] @ C 8 Probe: 5 mm PABBO BB/19F-
Experiment (» Experiment 2
Width ‘; ‘
Retever PULPROG IzgSO [ H = lCurrent pulse program L
Nucleiis AQ_mod DQD T Acquisition mode
Durations D 65536 Size of fid
Power Ds 2 Number of dummy scans
Program NS 16 Number of scans
Probe TDO 1 Loop count for 'td0’
( ii i ) JLSpectrumi AcquPars ‘VProcPars |Title | PulseProg| Peaks |Megrals | Samplgelrstructure | Plot|Fid | Acqgl
TP d,ﬂ_uv — SN — —————
w IS g [FHiikemoeodl}? CEB Probe: 5 mm PABBO BB/19F-
Experiment (» Experiment =
Width PULPROG I T E | current pul i
Hecelver zg urrent pulse program L
Niicletie AQ_mod DQD ] Acquisition mode
Durtions ™ 65536 Size of fid
Power Ds 2 Number of dummy scans
Program NS 16 Number of scans
Probe TDO 1 Loop count for 'td0'

62 NSA-HDHEEEE
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® IconNMR EFHERRIRIAE OBiRETE
BERORERCOVTIRETEFTEAN AIEFHEAOSIHERERIBIRENTIEETT . LUTIC
TR ZRIALET

63 (i) D&IICHTEFHPOBIRHEEREEIRL. R EIIILET,
KRN BERFN SHIATEECRREEINET, (B 63 (ii))

CRisss | RIVEIUVIUIRELET . (B 63 (iii))

IREEIR T RO UBBRUES

(i) EROBESTES

AL S — RA B2 FHE 5 =5
= | He&- 3
He Gi¥B
pe IVADH—-YIESHETEIVYY
BT s ()
== e 2 |
ﬁ LAAE mie) LAl T T, v
fé ot 2 (§K RSB ]
014 Z0
B3 1]
(i) SBOESES
L s — R B a8 =k
=1 He- 3
TP, 17is] M PROTON
e ] I
b avls
g TP
B mef C:¥Brnker¥TopSoind 02202014 20 coeis N PROTON
e C:¥Bruiker¥TopSoird 02202014 21 cociz C COSYGPSH
Cr¥Bruker¥TooSoir 02202014 20
B3 U

(ifl) | ==omass

L H— b TAA E=E]] #s EN

-] Mes 3
Hé= il
Mo 0
e 0

=2 Hee 2
e s ¥Erbar¥TonSp - 0220201 - 20 COCIE - N OFROTON
e ErieriTosSp - 0220201 =21 COCIE - COSYOP

i ¥Bruker¥TosSp - 0220201 - 20
b3 u

63 IEFRFHPRERDRERBIRSE
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@ IconNMR AIZEFIED 1> ROICKBIRIESE
SITESIED 1> RORBWT, BIEROZRY MUEESRD, AEQHRiZRITI BN TEET,
EHED RIGEHEEEAEE | = | SELECREINET, *
ZZTE K 64 (i) (ORIBIEBIEID1> RODFEBRINIICOVTERIALET .

i
X AIERIEID > ROPRRENTORVNE A NI>EDIILES . (B 64 (i) )

N> o OIWIUTE R FE TICRBESNET — 92T 1 AJIARFLET .
@® BET TopSpin BIENBITLU. AR NV EFRRUET,

RG> DU B A TR ERNET — 9557 AIICREL. E%
RFLET
RE> 1 DU TR AR LET .

(BEINIT 9271 AR FE T REZFUILET. )

@ MY EBIERC—EIUYIUIZRI NUTOWT,
R ED IS AT, W=D
ETAETOBBEINET —INTA R AR EFENET,

() [Cn e R
IFFAIL(E) FT (R) HNA— (L) BB (V) #ARB (N)
SmEs P on @ & i
=ED|EEES
FLE— &247F 148 T4 B
LR 1l I B ol &k
(ii) (& conNMR: auto Online m@@lﬂw

btomat ion In Prosress
IREDERDER
T H—EE: 1
E==1H Feh12-2014
&E 11
PR B 55 Min 3 Sec
IB7EeERE W C13CPD 130 experimer
B3 W

Lock
| FID Spectrum ‘I
il

Halt Autoplot ‘

¥r Search
AR

64 AEGIEHD 1> RDICKBIRE
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3. 20—-1—Y—-A>5—-T14 A L DFHIR/F

® JO-1-Y—A>5-TIAATOEBNBRAEQLEESE
JO-1~HY—A>H—TIAA LT Pes seestum= 2y I SICRATEND, WIBORIFEEETS
cenTEET, UTFICROFIBERUET,

a. ! Prog. Spectum= AFUEN W EZY I TIIWI S DETINAIIAZ1—NHFT ., COAZ1—-DFSHS
Configure Standard Processing (proc 1d)%i#iRUZ9 (B 65) .

L Proc. SpectrurE

i !

l Configure Standard Processing (proc1d)|
Window Multiplication (wm)

Fourier Transform (ft)

Start Automation AU Program (xaup)

65 MEBKHAZEEOIINIIOAZ1-

b. FT-HIBRHEZEERHOIMTOIHFHDTRECGU TEMHEEELET,

I s
_ eccrs I
Press 'Execute’ to process the current dataset.

Press 'Save' to just change the processing options
Changed options will be effective when pressing the
one-click 'Proc. Spectrum' button

Exponential Multiply (em) 7| LB[HZ= 1

Fourier Transform (ft)

Auto - Phasing (apk)
Set Spectrum Reference (sref) V]

Auto - Baseline Correction (absn) [¥ Include integration = yes Z
Plot (autoplot) [l LAYouT = +/1D_BB.xwp -
Warn if processed data exist &)

Save ‘ Execute H Cancel

66 WBXMAZEESI7OY

EEOJHERFAFFIREDEBDTT

[Exponential Multiply (em) ]: FIVIN A TVBEIEEBIERDOZERIEN FID (GERENET.

(LB (Hz) ]: em O Line Broadening Factor. COMENAZNEEA R
FHHDD, S/N HEEL. FRIBHARIRDET,

[Fourier Transform (ft) ]: FIVINAOTWBET—VIZEHEHSIRVET,

[Auto - Phasing (apk) 1: FIVIR A TWSE BEMAETEIEZBIBVET,

[Set Spectrum Reference (sref) ] :
FyIH A2 TWBE TMS 12 DSS BEDEHEY) B % E-5/z Oppm
OEEMHIET IS IMEEZSIRVET . LEUVEEYBEDE
STIRVSECIEEEEFE A

[Auto - Baseline Correction (absn) ] :

FIVIN A TVBEBFIN-ZSA A EZBRVET .
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[Include Integration] : Yes TEHEIN-RS/AHIERFFEDEETLET .
[Plot (autoplot) ] : FIVIN A TVBEBEITEIRINS I RWVET .
[LAYOUT] : BEIEIRITONMONBL A7) NeIEIRUET

[Warn if processed data exist] : FIVIN A TWSE, S TICUIEBEHDT—IN DT -T2y N
HIBECFE LEEFOBEN R RENET,

@ IO-1—-Y—AY9—-TIAATOMNERBOEESE
IO—1—H—29-T142T P Sov| o~ mmwh CHIERRIATBEICHESRM ()$5x—
5) REICRET BN TRET, COTREDS AT/ (S —IDSRELET .

a. T—=HI4VRINT |acawpars| FIRZEIRVAIE/NSX-5%2RRUET (B 67)

& AIEIDEB XS TEINTORE/NSA—INFTREINTHED BEBRINSA-HZIFET EMEEICL
STRBETRHNFEA, |Acwrars| EERICHD HH R7> %I SERLTVS/IULAS -T2 ATE
DNBBIENTA—IDHEFRRI BN TETERTY. A R %S EBUIARTORIE/ (SX—4
WERRENFT,

b. ZEENRER/NSA-FEDANNYIZADHDEZZEELFY  AREIDBIE/(SA-5ZR

2 (CRULEFT .
1 Feb12-2014 1 1 C:¥data \i\iﬁﬂ
| Spectruml AcquPars ProcParsiTitIe|PulseP(ug|Peaks|IntegraIsISamplelSlructurelPIotlFidlAcqu‘
S gEz vCca Probe: 5 mm PABBO BB/
Expehmedit * | @ Experiment =
\;Veli’::]iver PULPROG zg30 B\E Current pulse prog
Nucleus = AQ_mod DQD ~ Acquisition mode
Durations TD 65536 Size of fid
Power _|| DS 2 Number of dummy
Program NS 16 Number of scans
P.robe TDO 1 Loop count for "tdC
F < @ Width -
67 AcquPars 97
D BIEZNDT —HMA > ML
ZRTOREDZE(C, F1 BhOELRISEELRIE/(SX—5%
IRTRRUVCRETRINERTRENER A
DS HZ-2Fv>OEH.
NS HREDE,
SWH BUAIEEHE ., £ RO ASRYIR (S Hz B AOASIRYIR
(& ppm B,
ZIRTOREDZE(C, F1 BhOELRISEELRIE/(SX—5%
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INRTERRUTREETRIFNIERRENE R A

01/ 02 BURIFID, O1 NEsEERE (F2) |« 02 HEiEEiRE e

(F1) &

& 2 KAROBAWE/SA-4H

® I0-1-Y—-1>5-J14 X LDORY> DA
J0-1-Y—A2H-JIA X L ORI ESETIRA BRIBFEBIRIENTEET . T4 KD
L TOT—IDILAKRAEINREFIDIRVER>AERDET . CCTEBRT>OFENCOVTEHRIALE
3—0

i EEOHIEICEET R

D pERaLES.

B aEaErLES (FIDMEESNET) .

@ EEESCHELET (FIDRMRFINELA) .
W SBITEY. > ROZBIEET .

% BSMSIYMNI-IEEEERLET.
EERISREFRRUED,
Ov)F(2A T —%BIEET.

i FTAIEPRRICEATEINGY
a. Mo

et Gt #:_-_nj
Q@ x|
(&t ftEMORT—)% 8 fHILFI[*8]
&) Moz —I% 1/8 £3LEI[/8]
Gl oz —I% 2 fSCUFEI[*2]
@ #shoRr—IL% 1/2 f5CLES/2]
&) UTIA LIHEBOZ T — L SRR EY
3 MEOZT—IEUEYNES[vr]
b. AR
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iy
W @

# ——
+) L= ] MM
LM,' z'@‘,

U RURTOWIUREFEAICRIY) S BIETHRBIOZ T — VSRS EET (1D OH)
bpin fBEE AU THEALE I [.2x]

o B D)L 2 —)UCUE T [.hr] (2D.3D OEE(F[.F2r])

BRIV RALAULE S .zi]

o EEORT — ) ZiE)\UE S [.zo]

) UEDRIDIEARICRULEY.21]

O EREEAILALES (1D OF)[.zoommode]

o 2AEEEFRRUEIall]

Ml 75ty eZEZ TERT LRI DIRIEREE T keep]

c.  RREMIOEEN

‘HE'—HL?

&

= 2)oNVERERICHDEES].SI0] (1D OF)

= 2rHMVEERICHDEET.5r0] (1D OH)

= ZARINVEEICEBLET S

= ZARINVEBICTBLET.sr]

W I9ZTHIUREE L TFICRSYITBETIRI NUDR A5 S aiE8ha e Y
(1D,3D ®+)[.sud]

T IORTHIIU S EE ARSI T BTET AR MV EARBITS IS B B £ (1D
D) [shift-Ir]

T ZRINLOR—R51 > EFNIHDEET[.su] (1D OF)

L ZRINOR-254> % FiIcHnEES].sd] (1D OF)

W ZARINVEERIZSBLET(2D,3D OH)

d. BHODETE

e
EE

Hz

W X SOBAIE Hz h'5 ppm (H3VFEDHE) ([CHIDEZEI[.hz]
: Y BB abs, rel, off (CNIE& (CEINEZFI[.y]
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E puyRoFREIDEZES.gr]

FT=994> RODFRIR

=

Win [ |

At '..‘, =) £/
G @

(@)

Ay AT
4 b
.g"._.._

AT

o3

2RI N ORAEROTINE R ZTVES.ov]
ZRGMLOHE.md]

0219230 0FR7FRD On/Off ZEIDEZF I [.pr] (2D,3D OH)
L SIRORIEAZZES(2D,3D OF)

V- Faokrat)nBzEd.it] (2D,3D 0F)

) =EHOLAVERELEI.IV] (2D,3D O)

= o

7

CH Z5moLALERE].Is] (2D,3D OF)
! Pseudo FRICLEI[.im] (2D,3D OH)

© p>H-FRICLEST.co] (2D,3D OFH)
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BEDONDORAITUES ST -IDSREBDIT,

RFITH3 10% Ethyl Benzene in CDCl; (EE#ENTA—HEYIT

R
EHTES NMR F—9%I88HULET,

CCTIEERRIC Bruker DF

7

-
o

IETS

|

4. ARIBVEE

TORY—RFTARI NV

£ )
BRUKER
{2

[=BR]: PROTON

»

[B%]: CDCI3

Hmmmgu. H@ @ Current Data FParameters

3 : NAME Febl2-2014

[RITE RS ]: 1 min. 32 sec. Eniva ie
FROCHNO il
F2 — Acguisition Parameters
Date_ 20140212
Time 12.13
INSTRUM spect
PROBHD 5 mm PABBO BB/
FULPROG zg30
D 65536
SOLVENT coels
ik 16
D3 2
SWH 8012.820 Hz
FIDRES 0.12226¢6 Hz
AQ 4.0894465 sec
RG 15.78
DW 62,400 usec
DE 6.50 usec
TE 298.1 K
Dl 1.00000000 sec
DO I
======== CHANNEL fl ========
SFOL 400.1324710 MHz
NUCL 1H
El 10.00 usec
PLW1 18.00000000 W
F2 — Processing parameters
8T 65536
sF 400.1300000 MHZ
WDW EM

—— S5B 4]
LE Q.30 Hz
GB [4]
T BC 1.00
J .

9 8 7 8 5 4 3 2 1 0 ppm
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H=RI—RFTARI N
(power gated decoupling)

<)
BRUKER
{5

[SEBR]: C13CPD
[;eug]: CDCI3 Current Data Paramsters
[[BEEIZ]: 1024 [9] NAME Febl2-2014
[RIERSR ] 58 min. 42 sec. e -
F2 - Acquisition Parameters
Date_ 20140213
Time 19.41
INSTRUM apect
PROBHD 5 mm PABBO BB/
PULEROG zgpg30
TD 65536
SOLVENT CDC13
ws 1024
Dg 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
A0 1.3631488 sec
RG 204,99
oW 20.800 usec
DE 20.80 usec
TE 298.1 K
D1l 2.00000000 sec
D11 0.03000000 sec
TDO il
CHANNEL £1
sFol 100.6228293 MHz
wucl 13c
Pl 10.00 usec
PLW1 76.00000000 W
======== CHANNEL f2 ========
sSFO2 400,1316005 MHz
wocz 1H
CPDPRG[2 waltzle
PCPD2 100.00 usgec
PLWZ 18.00000000 W
PLW1Z2 0.18000001 W
PLW13 0.18000001 W
F2 — Processing parameters
ST 32768
i 100.6127685 MHz
w WD EM
ZB Q
LB 1.00 Hz
GB Q
T T T T T T T T T T Fe LA

200 180 160 140 120 100 80 60 40 20 ppm

54



COSY ZRI MV

[S=E&]:
[iBE]:
[EEEE]:
[RIERSRE]

COSYGPSW
CDCI3

1@

5 min. 5 sec.

ppm

Gurrent Daka Parameters

NEME Fabl2-2014
EXFNO 12
FPROCND 1
F2 - Requisition Parameters
Date_ 20140212
Tima 12.27
INSTRUM epect
FROEBHD 5 mm FREEO EE/
PULPROG cosygpEEat
b 2043
SOLVENT el
ne 1
Dg kS
! 3448.276 Hz
FIDRES 1.683728 Hz
RO 0.2969600 sec
R 33
oW 145.000 uses
B §.50 uses
B 288.1
DO 0.00000300 sac
Dl 1.89473295 see
D11 0.03000000 sec
D12 0.00002000 sac
D13 0.00000400 aac
Dl 0.00020000 sec
e 0.00023000 saw
CH. L £l
4001318573 M=
1H
10.00 uszec
10.00 uses

1000.00 usee
1800000000 W
2.66265594 W

= GRADIENT CHAMNMEL =:
GPMRM[1] SMsl0.100

Prl 10,00 &
P16 1000.00 usec
Fl - Beguisition parameters
™
sFOL 400.131% MH=
FIDRES 26.939655 Hz

5.618 ppm
FaNODE oF
F2 - Processing parameters
sI
=F 400.1300000 Miz
WhW. QSTHE
ssB 0
18 0 Hz
&8 0
e 1.40
Fl - Pracessing parameters
sI
nez QF
sF 400.1300000 HMiz
wou QEINE
ssB 0
1B 0 Hz
=) 0
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1H-13C HSQC ARIML

2821
a1
[F=1EE8
[RIE B ]

HSOCGP
CDCI3

2 [@l

14min. 16 sec.

PPmM

~ 100

~ 120

140

7 6 5 4 3 2 1 ppm

Gurzent Data Parameters

e Febi2-2014
BAPI 13
FROCG 1

F2 - Asguisiticn Paramsters
Date 20140213

Time 15,29

IrsTRmM opnct

FEOBED 5 mm FAREO BB/

PTLPROT hegsetapeis

D 1oz

S0LVENT opols

ne

bs

svE 2448.276 Hx

rIoeRs 3.367457 He
0.1454500 cee

BS 04,5

o 145,000 uons

DB 6.50 wane

8.1 K

eneTa 1450000000
0,00800500 anc

r1 144757104 eee

pa 0,00172414 e

D11 0, 03000000 oxe

pls 0.00020000 sea2

paa 0.00088207 amc

FLHL 12,00000000 ¥

- CHADEL £2 -
sro2 100, 4203124 MHz

120
CPDPRG[2 garpe

P 10,00 uece
ra 20,00 vame
PepD2 60.00 nora
PLU2 7600000000 W
PLW1z 2.11209898 W

RADIENT CEANNEL

aPma[1] 810, 100
apman[z] 2010, 100
PR [3] sMEQ10. 100
apmafa] 2010, 100
@pLl 80,00 &
@pz2 20,10 %
ap3 11.00 3
apza 5.0

P16 100,00 weee
F1s 500,00 nora

PL - Asguisiticn parametars
D 128

sEo1 100.5203 Pz
FIDEES 170208325 Bx
s 165,639 ppm
FaMODE  Beho-Antiecho

F2 - Frocreoing paramstere
a1 22

sF 200,1300000 M
wou QsINE
865 H

1B 0 He

4B 0

P 1.40

F1 - Processing pavansters

[ mehs-antiee
sE 1006127885 ME:
WD

65 2

15 0 He

s 0
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H-3C HMBC A~RJ N

2621
Iaig:
rSEmE:
[AERSRT]:

HMBCGP
CDCI3

4 [o]

15 min. 31 sec.

1 ppm

100

120

140

2 1 ppm

Currant Dats Parsmetars

Febl12-2014
EXENO 14
BROCNG 1
F2 - Acquisition Parsmstsrs
Date_ 20140213
Time 18,33
INSTRUM spect

PROBHD 5 mon PABRO BE/
PULPRGG  hmbogplpndgf

2048
SOLVENT cpels

NS z

Dg 15

SWH 3948.276 Hz
FIDREE 1,68373% Hz
e 0.2965500 sec
RG 3

oW 145,000 uzec
DE 6.50 uz=c
TE 298.1 K
eNSTZ2 145,0000000
CNST13 100000000

Do 0.00000300 sec
Dl 1,40005803 zec
D2 0.00344828 sec
D ©,05000000 zec
Dis ©£.00020000 sec
o 0.00002240 =ec

HANNEL £1
4001318573 MHz
1H

10,00 usec
F2 30,00 usec
PLS1 18,00000000 W

HANNEL £2
1006228133 MHz
130

10.00 uzac
74.00000000 W

GRADIENT ¢HANNEL

GPNAM[1] SMSQ10,100
CENAM[2] SMEGL0, 100
CENAM[3] EM5G10, 100
GPEL s0.00
GPR2 30.00 %
GPE3 40.10 3
P16 1000, 00 uses

F1 - Boquisition psremetere

sFOL 100.6228 MHz
FIDRES 174386154 Hz
B0 221.83% ppn
FRMODE oF

F2 - Erocessing parsmeters

2045
B 400,1300000 MHz

Bt 1.40

Fl - Processing peremeters
sI

Moz QF
sF 100,6127685 MHz
WDH

SSB 0

LE o Hz

CE o
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