A\ %
o :
. S \.
: “a s \‘
.., " a\ :
L N . “w
i > .‘s o
& -, W, %, e
- . - ‘o
- .'I b - =
- £ IR
LS ‘-
. ‘e ® o .~.°
- B
. .~- \
" - = N Do
- L3
= s @ee. - % -
. o -l e >
b il
X A T »o-
- ° on .n‘;.‘;‘
oo @
. o o
x . =
. =® - i
- ® = ..". >
"4 -
. .'...f
» Tot

2022-08-17 |

.
~

UNIST Central Research Facilities #
Sun—Ph|| Han A

’

) i < o~ a . <
N 7 ® 5 e . -. £ “a o
o ‘ ' . R
7 . - | L . ". -
+ -‘!,' Y et . e Sl
-’ 4 % ‘i L) - %
4 o S N AN
Fa . B R .
A F 4 2 LI 4 | v " b
o f 8 o 1A LI
s & 7 p ®ia® s &
g o o § 8 0 ?®
“d ‘ =
"
L] L I §
& bt ] @
1 - : s é
- ' &
s . . Z P »
| 2 L ® ’ = -
- ¥ - ‘ e -
LR TS W o
« g 3 a g ¢ é g
L ‘ B . " p. o & W Bl r
| F L 4P 1 F ] e » e 4
® 1 s i g &9 s £ ;
) - J 0 L S8 e F
\ ’ XY, o
® e a [ $
\ R ° B
- QO . o # R
‘ = »"".,: - L
o g
,T... -® :
o o
& P o ca o ™
= i -
- ey
ULSAN NATIONAL INSTITUTE OF ..."
SCIENCE AND TECHNOLOGY e .
‘-~,. " -ag
s, W
L
e e S ‘._\o
Fe's ; ; . L N
, ." ’ y ® = . . '-,Q'ﬁ- S e
K < ¢ . g8 ‘ L 2 L > 8 x
4 Foil § Al Yo . ..
:‘ ® ' : g . = 3 s -" .
Ty . % o ‘e,
i ® ., 2 8
¥ 2 B ¥ o : 4 .. ‘ %
I L 9



ULSAN NATIONAL INSTITUTE OF
SCIENCE AND TECHNOLOGY

Login Icon-NMR (Automation) ;iﬁ:;,_':-}-‘ e, =

+ E:\Data\data\MSLah\nmr -
[+ E’\Data\data\Moon\nmr
E‘\Data\data\NGEL\nmr = 3
LIRS R e
Structure
No structure available l
Type command icon 3 Select Lab ID
& IconNMR: spect =2 é «raw U e P—
il el . B
File Help & IconNMR Password Check (2. S
R Please enter password for:
=d6 M | yNIST
o iy
Cancel |
S— Fia
B

— —
Configuration d

T 4 Type password

2 Click Automation

Administrator 1) Turn off icon-nmr and topspin
ID: nmrsu 2) Cancel other user’s experiment
Password: topspin 3) Delete fail experiment line

HPRIAEE U uSKE | 2



urisT

ULSAN NATIONAL INSTITUTE OF
SCIENCE AND TECHNOLOGY

& IconNMR: Identify User (=)
Run Holder View Find Parameters C T e

User's Full Name UserID <
= Lm um
“ 1 Mass MASS
Moon Moon
ave MKwon Mskwon
MsLsh MsLah
Saye ac external cetun n ChoiMoonKee NBL

Click File - Open 2

Print History File
2 00:51:23 nmrs 3 11:10 Thu Aug 11 2022

1 Log in nmrsu -

2 AugD4-2022-1614-nmirsu.set
3 Aug1-2022-1030-nmrsu.set

4 Jul25-2022-0929-nmrsu.set ID: nmrsu Cl |Ck Cha nger User

theelab theelab
Rohde Rohde

||| Solennno Solarinno

m

5 Jul22-2022-1352-nmrsu.set . H
Password: topspin
Close Ml |
UserID -
Close All py f ‘
¥ | Available .
P 13 L Available No. Experiment Load Lock ATM Rotation Shim Acq Proc User Disk Title/Orig Remarks.
: 10 PROTON v v v v v v Hong E\Data\data\Hong\nmr
[ 14 Available 10 PROTON v v 7 v v v Hona EA\Data\data\Hona\nmr
P 15 L Available
& Load New Setup File . X
Uk) [l » Computer » Local Disk (C) » Bruker » TopSpin3Spi7 ¥ prog » curdir » changer b o] 5 A . . W. d
Organize *  New folder ) Ct |Vate ICO n = n I I I r I n OW
Favorites c :
I Desktop Augl0-2022-2254-Hongset P i i i
%) Recent Places 4 File Run Holder View Find Parameters Options Tools Help
12 F—
data 6 % \ - ) . .
. - . S "
+ Downloads R t f I 1KB s i od HH Stop A t t d W d
P Open ecent file % s W Ctivate INAaow
B T e 4K8 <
J Libraries L Jul18-2022-1624-NOMS.set 3K8 Experiment Table
% Documents Jul11-2022-1758-UNIST.set 6K8
£ Music Jul08-2022-1506-UNIST.set 1K8
= Pictures Jul08-2022-0951-UNIST.set 1KB - - - -
8 videos o File Run Holder View Find Parameters Options Tools Help
Jul07-2022-1005-KEE set
& Computer Jul06-2022-1404-CCHA.set D t' t d W. d
& LocalDik ©) i oo Start eactivate INAOW
> New Volume (E) Jun27-2022-1606-UNIST.set
= Jun22-2022-1656-nmrsu.set Experiment Table
& Network < Jun20-2022-1552-nmrsuset >
Open ‘v Cancel ‘ | -

e APRAEL T @SR | 3
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Precaution Cois  WIPNST

1. Unauthorized students (non-self-users) are prohibited to use it.
2. If subscriber and actual-user is different, the use of the equipment may be limited.

3. Don't exceed the scheduled time up to

2 PM to 8 PM on weekdays -> 1 hour
8 PMto 2 PM and weekend -> unlimited
4. Equipment must use after booking your name.
5. Never turn-off “Topspin 3.5 and NMR workstation.

6. Don't lean your body and attach the ladder to magnet when you replace sample.

(You pay attention because of behavior affecting Magnet)
7. Your turn off the lab lights and lock up thoroughly after 6 PM and on weekends.
8. If you have some problem,

Contact me(oknol234@unist.ac.kr, 052-217-4174) or visit Bldg.102 B122(Office)

HPXAER B uSKE | 4
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NAS system - Connection procedure = UrifsT

ULSAN NATIONAL INSTITUTE OF
SCIENCE AND TECHNOLOGY

@ UCRFSERVER - Synology Disks: X =~ + |— f—
€ C © 2 98| 10.24.9.32:5000 ,s_ )
#1 Q¥ z E-UNISTPortal 5% Microsoft PowerPo. e | 2) ClICk Slte manager
EAERH) == l:l -

Chrome | =m0 [mwm ==

== A0|=: | Clser ) E[EE MOJE]
et 3) Type

Internet Explorer

3) Login UCRFSERVER T 10.24.9.32, Port:21
¢ g B FTp - Itg & ZEE2 <
Firefox (Window XP) [:! UCRFSERVER | 100.100.100.30 Port:21 B —
9 - A=3hE. TS5 ST TAE FIP IHEE Z2 A

uBlic ‘ ‘

2) Type x\;gn:‘«; E2I2 {1 2w v

10.24.9.32 (Online, Windows 10) EE N N —t = By eck 4) Login UCRFSERVER || #x  [wr \
100.100.100.30 (Offline, < Windows 10)

b slessw: |eseees |

wde
_J3D Objects
AppData
Application Data H| 2wy
[EE Contacts
Cookies

Bl UCRFSERVER - Synolagy Diskst X 4 Online Boeciton | (o

C B 1024932 gz;funr\r;?ut: AR(D) =0 5) Click
I HE(C) I =01(0) EES

HiZAE): 22

New site New folder

J'¢ Eavoritec.

f% g E - UNIST Portal  #& Microsoft PowerPo...

1) Open Filezilla s

N T =0 2019-12-11 2= v
16 37|: 5,785,801 HIO|E A A2

B UCRFSERVER - Synology DiskSt X + Offline

EE e 37 4. MEH

< C (@ 100.100.100.30]

Zr = - UNIST Portal %% Microsoft PowerPo...

X E=REHuSAE | 5



1. Sample handling

L
- a d
* " 2
- . - 5
% H 1487,
- b !4 1
3 3 s s s
% L v -
o - .7’
3 . 4
3 -
5 :
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e

Touch for Spinner, Sample tube : risT

ULSAN NATIONAL INSTITUTE OF

Never touch NMR spinner & sample tube bottom!

el

\

Spinnin‘g problem

Bad shimming

=

I‘I Sample tube

o'

Coil
&
Coil

ks

Finger-print, Oil, Dust

X E=REHuSAR | 7
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Sample volume and height i IFS'T

Coils

i 3/5/8mm

Coil
FPAS IS
S SIS SIS

VTS
Coil
40 mm
400 - 500 uL

v
I BEST Worst

Bad shim Bad shim

E
- pal
w

q
]
Q

N : 3 N
NN R N N
: N \ E : N 3
N B R Y IR
—g: ;"mi"""u-:"-% :" .
= | Poor sample area

HPXAERBHuSKE | 8
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Standard operation procedure f UrfsT

1. Turn on ICONNMR (Automation system)
1) Open Topspin 3.5pl7
2) Type ‘icon oriconnmr’ on command line

3) Click automation

2. Shim failure (for Manually operation)
1) Open Topspin 3.5pl7

2) Type ‘rsh’ on command line

3) Double-click recent shim-map

!

3. To check interval data

Iine

1) Type ‘tr’ on command line

2) Type ‘efp; apk; absn’ on command line
# efp = fourier transform

# apk = Auto - phase correction

# absn = Auto - baseline correction

1 Command |

| H 5 4 2 o [ppm]
Amplifier Control Acquisition information Fid Flash Lock Sample Shim Coil POWCHK Sample Temperature: Spooler BSMS status message Time
NamefExpno WA 894 1H/10 1 ] Temperature queved: 0 10°4803
Scan: L T 1 i \/ delayed: 0 e
Res,|dua\ time: 1 15 . U 298 K ons Reg. State: & | .on 0 Autoshim & Locked & Error Nov 09
™
10:48 AM

EN@ 7 W g b
11/9/2018



ULSAN NATIONAL INSTITUTE OF
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Standard operation procedure : i UM

4. To check reservation & running experiment

1) Check Queued ~
) Q _ ) 1 15 £« Queued
2) Check Start time (Queued 20190624 KMY-155
3) Check Reservation system ' b 16 || Available
4) Check Acquisition information 2
5) Check Spooler 01 0S | . 14:30 Mon Jun 24 2019 |

5. Sava & Stop
1) Type ‘halt’ on command line (Only work Acquisition condition)

# Check Acquisition information “Scan n /16"

b 1Y
x B+
g | uspap2.unist.. # ABRE -
': 6. Emergency StOp .| B8 UCRFSERVER - Syn.
o =
. =
< 1) Type ‘'stop’atleast 2 times E
B 13:40 ~ 13:50 15:20 ~ 15:30
E H 13:50 ~ 14:00 15:30 ~ 15:40
# Shlm 14:00 ~14:10  AZF4 15:40 ~ 15:50
E 14:10 ~14:20 AZFS 15:50 ~ 16:00
it 14:20 ~ 14:30 16:00 ~ 16:10
8 # vaUISItlon 14:30 ~14:40 7|28 16:10 ~ 16:20
14:40 ~14:50 7| 16:20 ~ 16:30
14:50 ~15:00 7|28 16:30 ~ 16:40
15:00 ~ 15:10 16:40 ~ 16:50
Il 8 6 4 15:10 ~ 15:20 16:50 ~ 17:00 |

Amplifier Control 4 Acquisition information
_ime/Expno: WA-B94-1H/10

Scan: 13/16

Residual time: 11s

id Flash | Lock Sample Temperature Time
10:48:03

MNov 09

Sample Shim Coil | POWCHK
Temperature
L]

_ " Residuaitme 11— | . 1? 298 K \/ i
R A8 & 9 £ OV rurmEre R v

Reg. State:




2. Troubleshooting

-
- e = L
¢ L ]
s ~
' e 87,
T e | [ ’:',
3 3 s s s
% L v -
S ) ) s @
s . B
[ -
% .

ULSAN NATIONAL INSTITUTE OF
SCIENCE AND TECHNOLOGY
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Troubleshooting : urfsT

e Shimming error

Massage <Echo time must be reduced>

: Second echo time too long, not enough Magnetization

1. Too short T2

1) High concentration — Dilute — Low concentration

2) High viscosity — Dilute — Low viscosity

3) Paramagnetic materials — ...
2. Starting shim is bad (type rsh) — only manual operation
3. Convection (Too many sample volume)

- Unstable temperature (Temperature gradient -> Cause convection)

e Reduce convention
» Increase VT gas flow

= Spinning

Low sample temperature

High Viscosity solvent

Shigemi or 3 mm sample tube
G2 PHustE | 12



3. Reset console

-
- e = L
¢ L ]
s ~
' e 87,
T e | [ ’:',
3 3 s s s
% L v -
S ) ) s @
s . B
[ -
% .
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SCIENCE AND TECHNOLOGY




urisT

ULSAN NATIONAL INSTITUTE OF

Reset console e

W,
How to reboot an BRUKER

AV III/ AV III HD (for TopSpin 3.x)

l Communication problems between spectrometer and PC
I

. l Spectrometer and PC are up and running.
BRUKER *.] Spectrometer and PC are already tumned off.
. Ensure that each spectrometer hardware unit has
Reboot PC*, spectrometer stays active. . . .
C—’X-) ¥ its switch in the position "Off'.

Turn off spectrometer (each unit) - Power Down
F Procedure for BSMS: 1. Start Soft Shutdown of

BSMS Software (@) £ TopSpin 3.2: BSMS web

page: Main = Service = Soft Shutdown Shims

or b) z TopSpin 3.5: BSMS Panel: Press Shut

down BSMS). 2. Wait for completion. 3. Power

off BSMS. — Do not turn off the main power Turn on PC*.

cabinet switch! |

NMR ZHt| AFRA| 0] ApEH
! _é ,I, ok Bruker BioSpin

124U NER ANS

Precautions on using FT-NMR

20130319

—
d
————
o
pd
»l
ul
o
o
o
o
o
of
o
-
d
>

Press the green main power cabinet switch.
This it necessary to ensure that the Ethemet-switch is turned an.

Turn on AQS-Rack, if the IPSO does not start, turn it on by pressing the red butten.

l Turn on all ether units (within 20 seconds).

1 Start TopSpin. 2. Create a new data set.
3. Read in a standard Carbon parameter set with TopSpin command rpar C13CPD all.
4. Read in standard pulse definition with TopSpin command getprosol.

-
= |gnore any upcoming error message in this section.

Execute edhead (< TopSpin 3.2) or edprobe (2 TopSpin 3.5) (if necessary: select the installed

probe and define the probe as current probe).
Execute if on the new dataset up to three times, until you do not get an error message

anymore.
\: Execute atma to initialize the ATM motor if you have an ATM probe. _/

If a temperature control unit is available, start temperature control with viudisp [successor af
edte). Make sure that heater is turned on and olr flow is set to the value you want.

Your spectrometer is up and running.

* Logm and wait wail all server processes have been started. Do not stan TopS pnd
Meccssary Services under: 1) Windows: dhopd exc, iiipd32.cue 2) Linuec: dhepd
iore detnils can be found in the TopSpen Installation Gusde svailable from TopSpin He
webgage:  hopoifveww brukercomdsery icefmformamion-c cationy I

Ip menu (= bianuals)or from the Bruker BioSpm
M /] | latson. homl I 4
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T =
Reset console LI e WUPNST

Reboot PC
(PC and Console are running)

1. Reboot PC (Console is running.)
2. Turn off Console (1 ->2 -> 3)
3. Turnon 3
4. Check LED light (Stabilized 94)
(Don't indicate 94 -> Press R)
5.Turnon 2 ->1 within 20 s
6. Open \Topspin3.5pl\data\system
\nmr\C13CPD
7. Type ii (Wait 20 s)
Type atma
8. Type vtudisp
(Turn on Temp. 25C)

r 4 :

Browser  Last50 | Groups | Experments 1 csp 11 0pSpin3.Spi7\data\System\nmr
t 4 C'\BrukenTopSpin3 5pi7\data\DOSY\nmr - Spectrum | ProcPars ;Accha}s i Titie | PB 10| Peaks [ intearals |
i J C:\Bruken\TopSpin3 5pi7\data\Granick §[7 Temperature ite
i ). C\Bruker\TopSpin3.5pi7\data\Rohdeinmr Il Temperature | Montoring  Recor
=] BrukenTo in3.5pi7T\data\System\nmr E f—

: C Esouwe TopSpin3.5pi7\dataiSystemin g o | VU state: @ on

1 2019 Channel Regulation State Stability Sample Temperature Target Temperature Heater Power

5.8 20181200-D20

Corr. 250 C
! Gy & (150°C..150 ) 08%
i, PA BBO 40081 BBF-H-D-05 Z SP 2 ‘ set | (max. 45.3 % of 197.6 W)
E\... State Gas Flow Target Gas Flow Standby Gas Flow

" vays 400 Iph 200 iph

il 4 C\BrukenTopSpin3 5pi7\examdata e O steaty A00KA [set | (Lset |
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. , e o°©
Reset console LI e WUPNST

Reboot PC
(PC and Console are already turned-off)

1. Press 5
2. Turn on PC
3. Turnon 3
4. Check LED light (Stabilized 94)
(Don't indicate 94 -> Press R)
5.Turnon 2 ->1 within 20 s
6. Open \Topspin3.5pl\data\system
\nmr\C13CPD
7. Type ii (Wait 20 s)
Type atma
8. Type vtudisp
(Turn on Temp. 25C)

Browser Last50 | Groups | Experiments :[1 C13cPD 11 0pSpin3.5pi7\data\System\nmr
i L. C\BrukerTopSpin3 Spi7\data\DOSY\nmr ~ Spectrum | ProcPars | AcquPars i Tite | » [ peake | intaaeals |
} C:\Bruker\TopSpin3 Spi7\data\Granick §[ T Temperature ite
¥ C:\Bruker\TopSpin3.5pi7\data\Rohde\nmr i Temperature | Monitoring | Recort | seif tune | Configuration | Log
=-de C Es;ilf;f \TopSpin3.Spi7\data\System\nmr gs for | vTU state: @ On

+ <

} ?01 g Channel Regulation State Stability Sample Temperature Target Temperature Heater Power

| 201812008020 Com.250%C

- 1 v ity o (160 C..160 ) 08%
i State Gas Flow Target Gas Flow standby Gas Flow
\ - 400 Iph 200 Iph

| C:\Bruker\TopSpin3 5pi7\examdata i S seey oo [ st | | set |




4. Command

L
- a d
* " 2
- . - 5
% H 1487,
- b !4 1
3 3 s s s
% L v -
o - .7’
3 . 4
3 -
5 :
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Command list Cois  WIPNST

ULSAN NATIONAL INSTITUTE
SCIENCE AND TECHNOLOGY

Loading the sample
bsmsdisp - starts BSMS windows
ej - lift the air up (eject sample)

ij - lift the air off (insert the sample)

Locking, tunning and shimming

lockdisp - it generates the lock window

Lock solvent-name — it will lock on the named solvent after several seconds.
topshim — starts automatic shimming

gradshim — invokes gradient shimming windows in which the gradient shimming
routine can be started.

atma - automatic tuning and matching

atmm — invokes manual tuning and matching window in which the automatic routine
can be started

wobb- invokes tuning and matching window.

X E=E B uSAE | 18



Command list

Create dataset
new(edc) - creates new data set
re - filename — read the file

wrpa - Copy data set

Acquisition

eda — it will display acquisition window

ased — display short list of acquisition window

sw — display spectral width

olp — display transmitter center (center of spectrum)

ns — display number of scans

rga — automatic receiver gain adjustment

d1 — display relaxation delay

pl — display pulse width (for simple 1D acquisition)

ag — FID acquisition time td — display number of points used to define FID
si — display number of points used during FT (can be different from td)

zg — zero and go Processing Commands:
APX|Y=E B[ mEXlE | 19



Command list Cois  WIPNST

ULSAN NATIONAL INSTITU
SCIENCE AND TECHNOLOGY

Processing
edp — it will display processing window

em - exponential multiplication on the FID, uses the parameter LB. This improves
signal to noise at the expense of resolution.

Ib - this controls the degree of broadening added and affects your signal-to-noise. To
see its effect, simply change its value and re-Fourier Transform with ef. ft - fouier
transform

ef - combines em and ft

pk - phase correct, applies the last phase correction to the spectrum. Useful when you
have phased a primlimary spectrum, (with only a few scans) and wish to apply the
same phase correction to the final spectrum.

efp - combines em, ft, and pk.
abs- automatic baseline correction 9

apk — automatic phase correction

HPXAERBHRSAE | 20
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ULSAN NATIONAL INSTITUTE OF

Problem of Auto-sampler :i.fi;ﬁ.‘:}-' urfsT

If you have a auto-sampler error, 2. Check spinner(Yellow line)
(stuck sample here, and show red LED) or Sensor

wph -
1. Check life time of band

|
—~ .
| T
|
I [

G2 R PHusE | 22



Remove Probe

When NMR has poor shim-map, it need to clean probe coil. (per 1 month)
1) Remove probe line connection

2H, 1H, BB

HEATER, THERMO, GRADIENT
PICS
TEMP

2) Remove probe
Unscrew two points

g

K| IEE X[ MSKE | 23



Remove Shim-stack e uUrfieT

ULSAN NATIONAL
SCIENCE AND TECHND OGY

Must turn-off BSMS when remove shim-stack !! (for spinning error)
1) Turn-off BSMS unit

2) Remove A, B cable E

3) Remove screw on NMR upper barrel D

4) Remove shim-stack screw
5) Clean part

RS

X E=R B uSAR | 24



- - ';;:" o°
Maintain Auto-sampler coo  WPNST

SCIENCE AND TECHNOLOGY

Must turn-off BSMS when remove shim-stack !! (for spinning error)
1) Coat grease onrail [_]
2) Replace red rubber band (20,000 cycle / band) D

Sample Grab & F4 2= 0I5
Sample Q1A10| 2715t 32 &/l Al

-> 0| EfO[= dfjg F& 178

Spinner =Xl /5

Spinning rate

(Tachometer QI A &)

HPXIAEE BHUSKE | 25



Tune & match error

F7 Moz A (YH| ZiCH7F 2 mf BtEA] EHa)
1) Open C13CPD

2) Typeiii or ii restart

3) Type atma

1) EfE 2™ = CH2(X, Low band)E 13CE Tune OHA| 210 X|EX o =
CH1 (1H, High band) 2t TIHSIO] Tune 2f0] 2tZ L = &2
1H2| Tune 2{0| R HX[= E7I &8
2) High concentration salt sample (or Low/High pH) 2| 45 Dieletric constant 4 H3t0]| [F2}
TuneO| M= T X| i= 71 2l
(Xt2F2] Icon-NMR & 0| A Tune= =l 5HA| E0 A ZIAdt= AO| Lig)

<Initialize Tune & Match>

—> atma activatedrivecalibration
—> atma selectnuc

— atma resetconfiguration

—> atma activatedrivecalibration
— atma seletnuc

HPXIAER BHRSAE | 26



How to Handle

1. ATM X (Tune & Match X)
1) Contain high concentration salt
(add NaOH, KOH, NaCl, KCl, etc..)

Click

2) High pH or Low pH
(Acidic or Basic)

2. Only Shim X
Topshim

(Optimized Single solvent)
-> Use Gradient shim

1) NMR solvent mixture
ex) D20+DMSO-D6,

| I'I/E T
ULSAN NATIONAL INSTITUTE OF
SCIENCE AND TECHNOLOGY

3. Lock & Shim X

1) NMR solvent mixture
ex) D20+DMSO-D6,
DMSO-D6+CDCI3

2) Non-Deuterated solvent
(H20, DMSO-H6, CHCI3)
-> Recommend to use

DMSO-D6+CDCI3 Coaxial tube (Evans method)
: ATM Lock ATM Rotation Shim Lock ATM Rotation Shim
Lock/Shim Settings " P Lock/Shim Settings
oc im Settings
Lock Program LOCK hd Lock P LOCK Lock Program Skip Lecking (IconMMR not respor = =
ocC regram A
Shim Program TOPSHIM - . g - Shim Program Skip Shimming (IconNMR not res; « =
Shim Program GRADSHIM ;#5tart Gradshim E
ATM Controls ATM Controls
ATM Controls
*H Channel o -~ | . *H Channel ™ P
. . Y N aft hvent ch 3
Tuning/Matching ' eu er a solvent change T}:I”i:a?:qiltcmn UNE_WITHOUT ROTATION change Tuning/Matching |0 'Yes | (Z)No |l after asolvent change
J 91 [GRADSHIM_ WITHOUT_ROTATION +
X Channel . = | : I
) . T Ye No | fll after a solvent change — X Channel e ,
. Tuning/Matching |. 1>'EUCHP;:;?:II:EKM”9 I Yes o No || afterasolvent change Tuning/Matching |o3 Yes @ No || after asolvent change
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Topshim gui Ee s arfeT

+  3d N activates 3-dimensional X, Y, Z gradient shimming
BRUKER
— . @rﬁg% +  1dfast perform fast 1D shimming; only 1 iteration loop is performed
5::“:&”" — . 3dfast perform fast 3D shimming; only 1 iteration loop is performed
;:m;m Md”ﬂmw - + tune also shim on the lock before and/or after gradient shimming
Optimise for [ 1 E (tuneb shims X,Y,Z,XZ,YZ before running gradient shimming)
use 28 topshim tuneaz (shims Z after running gradient shimming)
- O i - shigemi Used to eliminate unreliable data at axial Shigemi tube walls when 1D shimming
Aber o z +  zZrange= sets the range in cm in the Z direction used for shimming
= topshim zrange=-0.8,0.8 [below center (mm)],[above center (mm)] (short sample)
] +  plot Saves data after completion in <TopSpin_home>/data/topshimData
R
... read about more in the Topshim manual located in the Help(?) pulldown!
l Stant Heip Close:

B S L)
] BRUKER
LA

x
lockoff Enables shimming with system unlocked

+ 1hor 2h Explicitly sets shimming nucleus

« olp= Explicitly sets excitation frequency in PPM

topshim 1H lockoff o1p=2.49 (DMSO-h6)

+  selwid= Activates selective excitation of a bandwidth expressed in ppm; useful when
shimming on a solvent with multiple strong signals
topshim o1p=1.93 selwid=0.5 (CD3CN+D20)

+  ordmax= Sets the maximum shim function order used (default = 5 on axis, 7 off axis)
ordmax=3 limits shimming to Z-Z3
topshim ordmax=8 (SmartProbe, iProbe, newer CryoProbes)
topshim 3d ordmax=8,7 ([on-axis],[off-axis])

+  durmax= maximum duration per 1D field map acquisition (expressed in seconds)
default = 7 (try 15, 30 or even 120), good for low s/n situations

+ convcomp Used to activate convection compensation; useful when using low
viscosity solvents susceptible to convection
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Shim for Solvent mixture : urfsT

New Solvent - ?H Shimming walhs

Mixed solvent example- (mixture of CD;CN and D,0)

edsoly n edlock L T ——

;o-o---o'ews--.  — \ ar arme e
- -3 s prae - - Sonveres £t 83018 rew
A g w4 S —— S S Al phame Speme s pate LOCk parameters
N PP — : = s L3 Probe name Generc
—— - ———— rgmtm
dsstn am o 1 Prote descripton  Defaust prode
- —
e Cusnae St - LOCK power*  -18
¥ - Loop gan® -1
feacw W - ox Sm— -~ ! y
trooe w - a .
-l o o o 10 YO —— - { LOOP Tene
croteees -
n—— ——— 1 OO— G “ | Loop Mter” 10X
sor — - s e w—
et LT eameT — - Lok Phase !
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s <00 — - | emperature ek powe
e o -
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— || Sgnal Snft [ppen] Retative ntensty Type Descrption Deete
- = |
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CON0 we — »
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Shim for Solvent mixture - :i.fi,‘:{-“ e, &

New Solvent - 2H Shimming B

!‘tOpShIm SO|VC8| SOIVent=CD3CN+DZOl » o Pease select a fie 10 start with from the fodowng dalog
"

Press OK 10 continue of CANCEL 10 at & Weie= -
0 ¥ > Me parameters e tor (N NI
| @™
45 Contrie
" 10 Lave T fa anwles et S6C aom an
A £ ethins Lavng

& topihim =

Nucleus used for shimming (1 = 1H. 2 = lock

3
‘ topshem I gwe;
Mode for setting excitation frequency 01p (1 = lock shift. 2 = manual)

i

r =1
‘ topshim g QK Qamel
Selective excitation (1 =off. 2=o0n [ == 4
o T —
‘(‘ top:h:m E oK cancel
4

| | Excitation bandwidth [ppm] 0.01 - 10.00

0.5
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