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1 About

1.1 This Manual

This manual is intended to be a reference guide for IconNMR related operations within
the TopSpin software. It describes the complete IconNMR functionality, both interactive
and automated based on TopSpin3.5.

The figures shown in this manual are designed to be general and informative and may
not represent the specific Bruker model, component or software/firmware version you
are working with. Options and accessories may or may not be illustrated in each figure.

For older version of TopSpin, please refer to the manual supplied at the time.

1.2 Policy Statement

It is the policy of Bruker to improve products as new techniques and components
become available. Bruker reserves the right to change specifications at any time.

Every effort has been made to avoid errors in text and figure presentation in this publica-
tion. In order to produce useful and appropriate documentation, we welcome your com-
ments on this publication. Support engineers are advised to regularly check with Bruker
for updated information.

Bruker is committed to providing customers with inventive, high quality products and ser-
vices that are environmentally sound.

1.3 Symbols and Conventions

Safety instructions in this manual are marked with symbols. The safety instructions are
introduced using indicative words which express the extent of the hazard.

In order to avoid accidents, personal injury or damage to property, always observe safety
instructions and proceed with care.

A DANGER
AN

This combination of symbol and signal word indicates an immediately hazardous sit-
uation which could result in death or serious injury unless avoided.
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This combination of symbol and signal word indicates a potentially hazardous situa-
tion which could result in death or serious injury unless avoided.

A cAUTION
A

This combination of symbol and signal word indicates a possibly hazardous situation
which could result in minor or slight injury unless avoided.

SAFETY INSTRUCTIONS

This combination of color and signal words are used for control flow and shutdowns
in the event of an error or emergency.

This combination of color and signal word indicates a possibly hazardous situation
which could result in damage to property or the environment unless avoided.

This symbol highlights useful tips and recommendations as well as information
designed to ensure efficient and smooth operation.
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2 Introduction

2.1 What is IconNMR

Welcome to IconNMR, a comprehensive user interface, tailor made for all your NMR lab-
oratory management and control needs. IconNMR was designed to make the execution
of routine NMR experiments easy and straightforward by providing a state of the art icon
based user interface. The steps necessary to acquire, process, and plot a spectrum are
reduced to inserting a new sample, defining the data file name, the solvent, and the
experiment. No other knowledge about the instrument, the parameters, or the software
is necessary. Although running on top and under the control of the computer’s Linux/
Windows operating system and Bruker’s Topspin program, providing the acquisition and
processing functions, IconNMR shields the user entirely from both. Accessing Topspin
commands is only possible if permission has been granted by the laboratory manager.
As such, IconNMR is particularly suited for open access spectrometers with a large
number of users.

2.2 Blueprint for setting up lconNMR

IMPORTANT! Before you start to configure lconNMR answer the following ques-
tions. To use Assure or SampleTrack you will need extralicenses to use those fea-
tures.

How many users will have access to the spectrometer?

Are there different groups of users (e.g. teachers vs. students)?

How many different groups of users are needed?

Are group members allowed to see each other's results?
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Are the users familiar with NMR in general and the TopSpin software?

How many samples will be run on a daily basis?

Is there a need to run samples during day and night including weekends?

Is there a need for running priority samples?

Are there any needs for security / passwords?

Are there any needs to upload the data for archiving to a central computer?

Is there a need for running samples at high or low temperatures?

Is there a need to modify standard Bruker experiments?

Is there a need to run IconNMR remotely?

Do you intend using e-mail to send NMR data?
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In what format would you like to send the data by e-mail (PDF, JDX or ZIP)?

Is there a need to print out spectra?

What spectrometer type do you have (AV or Fourier)?

Do you have a sample changer and if yes, what type is it?

Do you use Topshim or Gradshim?

Is the probe equipped with automatic tuning (ATMA)?

Is there a need to use the IconNMR accounting feature?

Do you use SampleTrack to submit samples?

Do you use Assure to run samples?

Do you use LC-NMR to run samples?
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3 IconNMR configuration

3.1 Adding a new user

There are two types of users which can use lconNMR. Users which have a workstation
log in and the so called additional users with the permission to use lconNMR but have no
log in on the workstation.

3.2 Adding new users to the operating system

To add new users to the Window or the LINUX operating system, follow the instructions
documented respectively for each software.

To activate new users in IconNMR, follow the steps in 3.4 Activate new users in
IconNMR.

3.3 Adding a new additional user to run IconNMR

Additional Users are Spectrometer Users who do not have a System user account on
the workstation managing the spectrometer. They may, however, still perform
experiments and the experiment information FID’s etc. will be stored using the NMR
effective users ID and permission as defined. Additional Users is an extra feature
available only in IconNMR. These users must not be defined for normal operation.

All Additional Users may have their own password and may initialize or reset it once they
have logged into the IconNMR system.

1. Type Icon inside the TopSpin command line and hit Enter.

A JconNMR: spect E”il@

File Help

.gg..
(e NMR

Routine .
Spectroscopy e ! ] Automation | | Toolbox | I Configuration |

Routine Automation ToolBax Configuratian
Spectroscopy
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16

2. Select Configuration.
3. Enter the NMR Administrator password.
4. Hit Enter.

Alternatively, which involves more steps you can open the lconNMR Configuration
window by selecting the Acquire tab in the Workflow tab bar and select IconNMR
Automation from the More button in the Workflow button bar. Selecting the User and
entering password will open the Icon Automation window. Select Configuration in the
Options menu and enter the Administrator password.

5. Select Additional Users from the menu selection to the left of the IconNMR
Configuration window.

"L conNMR: Configui

File Help
= User Settings Options -
” User Manager NMR Super User Document_PCi\nmrsu
i Additional User's Effective User ID  nmr -
[ Do vees [, !
4 Additional User Setup
Originator ltems o
& Additional User's Full Name:
Automation &.g. Bob Smyth User ID User's Full Name User's Group
- Master Switches
N UseriDeg. bs
Automation Window
Virtual Parameter Sets User's Group B8 a
Tuning/Matching
Lock/Shim Options This account has no password. | Create One Remove it
Solvent/Probe 3
Dependencies
Add new ] [ Modify ] [ Delete
Priority
Temperature Handling
- LC-NMR Opticns
- SampleTrack Options
Fail Safe ! Error Handling

Web Interface
Options
AssureNMR
AssureSST
CMC-Verification
ToolBox Setup
Accounting

Search

@ a =

< n ] »

6. Enter the Additional user’s Full name (e.g. Scientist_1).
7. Enter the User ID (e.g. scl).

8. Enter a User’s Group name (e.g. Chemist).

Grouping users together making handling multiple users simpler.

9. Select a Additional User’s Effective USER ID (e.g. nmr).
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Experiments and the experiment information FID's etc. are stored using the NMR
effective user’s ID and permissions as defined. This can be any user which has a
System login.

10. Click on the Add new button.

File Help

B User Settings Options =
- LUser Manager NMR Super User Document_PC\nmrsu

Composite Experiments Additional Users Effective User 1D nmr -

Additional Users e
Additional User Setup

- Qriginator ltems
B Automation

Additional User's Full Name:
e.g. Bob Smyth

- Master Switches scl Scientist_1 Chemist
UseriD eg. bs scl

UserlD Users Full Name Users Group

Automation Window
Virtual Parameter Sets User's Group Chemist - B &
- Tuning/Matching

Leck/Shim Options This account has a password. | Change it

Solvent/Probe
Dependencies
- Priority
Temperature Handling
- LC-NMR Options
SampleTrack Options
Fail Safe / Eror Handling
- Web Interface
Options
AssureNMR
AssureSST
CMC-Verification
ToolBox Setup
Accounting

m

addnew]y| [ mModiy | [ pelete |

Search

€ -

11. To add a password, click on the Create One button.

Enter new password ssssnsny

12. Enter a password and hit Enter.
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3.4

Enter new password

Re-enter new password

13. Re-enter the password and hit Enter.

14. Click on File in the main menu bar.

15. Select Save.

Activating new users in IconNMR

18

1. Select User Manager from the menu selection to the left

Configuration window.

of the

IconNMR

File
a2

=]

< i »

Search

& e

Experiment List

Mode Name

N PROTON

N C13CPD

N C13DEPT135

N WATERSUP

C COSYGPSW

C COSYGPDFPHSW
C FASTLANE_HSQC
C HMBCGP

C HMBCETGPL3ND

C HMBCGP_15N

.

Data Directories

Experiment Comment 2]
TH experiment

13C experiment with deco
13C DEPT135, CH3/CH p.
1H with water supression
Gradient selected COSY
Gradient selected double «
Combined analysis of 101
1H-13C HMBC with gradie
1H-13C HMBC with gradie

“1H-15N HMBC with gradie

PR —F |

User Specific Parameters/C

Qther Settings

(] Spectrum Number File name
Target Email Address
[T] Day Time Limit |02:00 [T] Night Time Limit 0400

Commands

Help
Ser_Settin: Users
r User Manager I . User ID User's Full Name User's Group
- Composite Experiments S ' Administrator ==
- Additional Users @disk\sas,uﬁsr,sys diskless_user_sys —
Originator Items ;;) ) Guest ) l
Automation ' nmr NMR User F RO
- Master Switches B nmrsu NMR SuperUser o)
- Automation Window © Peter e
Virtual Parameter Sets @ oot =
Tuning/Matching & samTrack Sample Track Default Usar bd
Lock/Shim Options @ sc1 Scientist_1 Chemist B
Solvent/Probe Ol
Dependencies =
- Priority e
Temperature Handling L
HERMpC Current User nmr Group - B A &
- SampleTrack Options
- Fail Safe { Emor Handling kerniaion- Data Set Names
Web Interface & @ priority 7] parameter Edit = SDATE
- SDATEUSER
Options [7] Archive Data Exit conhMR) L
pAsarEnMES Supervisor Data Set Name Edit e
L4 ISer Speciic
ASSe=ST ] Essential Originator [¥] Originator
CMC-Verification i -
anual Loc im all Spectrum
M | Lock/sh [¥] Mmail Spectrum PDF/PS
ToolBox Setup
Accounting [7] Email Notification  [7] JDX DataMail % =

Umask

—

I I Default ] [ Delete ] ‘:gpdateExpenmentList:

td
ns

1

Archiving Directories.
rwxrwxr-x User:f NmrUser:f Everyone:rx -

| [T Max. Duration of a daytime experiment 01:00

Size of fid
Number of scans

All settings in the User Manager window are user specific.
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3.4.1 Users

As default the users which can log in to IconNMR are highlighted and display a green
flag in the user ID box. New users appear in gray letters and display a red circle.

1. Select the new user (e.g. scl).

Users

UserD = Users Full Mame Users Group
T4 Administrator

a‘," @ diskless_user_sys diskless_user_sys

;D ) Guest
T nmr NMR User
T nmrsu NMR Supertser
@ Peter
) root
@ SamTrack Sample Track Default User
i) sc1 [ Scientist_1 Chemist
Current User sc1 Group  Chemist - B &

3.4.2 Experiment List

automatically. The picture below shows only a section of the experiments. This list can

n When IconNMR is started for the first time, a list of default experiments are loaded
be individually tailored for any users which have an IconNMR login.
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Experiment List
Mode Name

N ALZ7ND

G &

N B112G

N C13APT

& O

N C13Z2GOMNLY
N C13CPD

N C13CPD32

C C13_DEPT135
N C13CFDSN

N C13DE455N

N C13DEFT45

[ s el L A

Experiment Comment

27Al exp. no decoupling

118 exp. no decoupling

Attached Proton Test using jmod pulse pro
C13 exp. 32 scans no rga, rg = 750

C13 exp. comp. pulse dec. 1024 scans
C13 exp. comp. pulse dec. 32 scans

1-D 13C ns=128 + 1-D DEPT135, ns=64
C13 exp. comp. pulse dec. with signal-to-n
C13 dept all positive with signal-to-noise c:

C13 dept all positive

AN Ak ] Al

Al lils

| 3

EITH|

»

34.2.1 Mode

Click on the icon, the mode can be changed.to a sun icon which stands for anytime or a
moon icon for night time operation only. To make use of this feature, the Priority and
Night/Day switch over has to be enabled and the switch over time has to be set (see
3.13 Priority in this chapter). Each user can be setup to have their own customized day
and night time experiments. This way the users may run experiments only at a specific
time.

3.4.2.2 Name

The letter N in front the experiment name stands for Normal which denotes a single or
stand-alone experiment. The parameters for such an experiment are stored in the
<TOPSPIN-home>/exp/stan/nmr/par/ directory under the same name.

The letter C in front of the experiment name stands for Composite experiment and
represents a series of two or more experiments combined under one name.

To add to a new user defined N- or C-experiments and the corresponding parameter
sets (see Chapter 6. Adding new experiments).

To customize the experiment list by deleting unwanted experiments, follow the steps
below:

1. Click on the first to be deleted experiment.

An Entry Box is displayed to manage the experiment list (see below).
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Source directory All Experiments

Experiment Name AL27ND
Experiment Comment  27Al exp. no decoupling

Experiment Type Single (Normal)

’ Append ] ’ Modify I [ Delete ] ’gpdate User FElesl [ Close

[ Add for user ] l Delete for user l

[ sort into the list alphabetically

2. In the Experiment List window, use the Ctrl or Shift key to select multiple experiments
which you like to delete.

Experiment List
Mode MName Experiment Comment =
I NAL27ND 27Al exp. no decoupling |i|
E[ | NB11ZG 11B exp. no decoupling
E] Il NEC13APT Aftached Proton Test using jmod pulse pro
Tl NC13ZGONLY C13 exp. 32 scans no rga, rg = 750
: i N C13CFD C13 exp. comp. pulse dec. 1024 scans
1 NC13CcPD32 C13 exp. comp. pulse dec. 32 scans
Il CC13_DEPTI35 1-D 13C ns=128 + 1-D DEPT135, ns=64
1 NC13CPDSN C13 exp. comp. pulse dec. with signal-to-n
: i N C13DE455N C13 dept all positive with signal-to-noise c:
T NC13DEPT45 C13 dept all positive
o G ,

3. Click on the Delete button inside the Entry box.
4. Click on the Close button inside the Entry box.

5. Click on the Save button in the Commands section.
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3.4.3

Experiment List

Mode Name Experiment Comment
[ N C13CPD C13 exp. comp. pulse dec. 1024 scans
i TLD"L ! N C13DEPT135 C12 dept CH,CH3 pos. CH2 neg.
B N PROTON 1H experiment 16 scans
— C COSYGPSW sw opt. COSY with gradients (magn. mods
C HSQCGP swopt. HSQC sens. improved with gradie

4| 1 |

6. If desired, use the up or down arrow buttons on the left side of the Experiment List
window to arrange the order the entries.

7. If desired, use the Copy button on the left side of the Experiment List window to copy
the selected entry or entries to another users.

8. If desired, use the Edit button on the left side of the Experiment List window to edit the
selected entry.

Data Set Names

22

Data Set Names

Predefined data set names can be assigned to the different users. The name(s) can then
be chosen from a list during the setup of the experiments in Routine Spectroscopy and
Automation. See the IconNMR Reference Manual, 5.2.1.6 The Data Set Names box for
more details.

1. Click inside the Data Set Name window.
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n An Entry Box is displayed to manage the DataSet Name (see below).

BT ————

Add/Modify/Delete possible Data Set Name $DATEUSERJ

Regular Expression

Delete ] l Update User Files l [ Close

2. Type Name in the Data Set Name window, or click on the down arrow and select one
of the names provided by Bruker (e.g.$DATEUSER).

Input of data set names may be supervised via regular expressions. To use this option,
refer to the IconNMR Reference Manual, 5.2.3 The Originator Items Editor.

3. Click on the Append button inside the Entry box.
4. Click on the Close button inside the Entry box.
5. Click on the Save button in the Commands section.

6. If desired, changes and modifications can be done using the icons to the left of the
Data Set Names window (see 3.4.2.2 Name, steps 6 through 8 in this chapter).

3.4.4 Data Directories

Data Directories

NGO BB

Predefined disk partition(s) for data storage can be assigned to the users. The
partition(s) name(s) can be chosen from a list during the experiment set up within the
Automation and Routine Spectroscopy. If the Data Directories window shows no
assigned partitions and is empty, then the data are stored as default in the TopSpin
home directory.
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name.
If desired, use the options in the configuration Master Switches window: Data set
management to eliminate data, nmr or user from the data set path.

n A default data path: /data/<user name>/nmr is added automatically to the disk partition

1. Click inside the Partition Names window.

n An Entry Box is displayed to manage the Data Directories (see below).

e Entry Box ; | 28 |
Data Directory  C:\Chemist_Group

N’
[ Append %] l Modify l [ Delete J lgpdate User Filesl [ Close J

2. Click on Folder icon next to Data directory inside the Entry Box.

Please choose a directory, then select OK.

4 £, 05 (C)
[+ . SRECYCLE.BIN
by AV300_data
) AV500
. Bruker
| bstsdata
y Chemist_Group]_!
Data
data3.0

Folder: Chemist_Group

[ Make Mew Folder ] [ oK M [ Cancel

3. Select the directory name (e.g. C:\Chemist Group).

4. Click on the OK button inside the Browse For Folder window.
5. Click on the Append button inside the Entry Box.

6. Click on the Close button inside the Entry Box.

7. Click on the Save button in the Commands section.

8. If desired, changes and modifications can be made using the icons to the left of the
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Data Set Names window (see 3.4.2.2 Name, steps 6 through 8 in this chapter).

3.45 User Specific Originator Info

User Specific Originator Info

o
&

By default this box is empty. Information, such as Instrument name, Company,
Department, etc. can be assigned to different users as predefined entries. The users

n can also enter the information during the experiment set up within the Automation or
Routine Spectroscopy. To make use of this option, follow instructions in chapter 7,
section 7.2, How to assign User Specific Originator Information.

3.4.6 User Specific Parameters/Commands

User Specific Parameters/Commands

‘I |
=
Ef

Within a laboratory environment, users maybe allowed to change parameters or some
TopSpin commands specified by the system manager. To take advantage of this option
during the experiment set up with in Automation or Routine Spectroscopy, the
Parameter Edit permission in the Permissions window has to be disabled. If enabled
the users will have access to all parameters and in addition the User Specific
Parameters/Commands.

1. Click inside the User Specific/Commands window.
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3.4.7

An Entry Box window is displayed to manage the User specific Parameters/
Commands. (see below).

2. Click on the down arrow next to the User Specific Parameters/Commands field and
select the parameter (e.g. d1).

User Specific Parameters/Commands  d1

Parameters Description Relaxation belay

[ Append N l

] l Update User Files l [

Delete Close

Modity | |

The text Delay is automatically entered in to the Parameter Description field. If desired
this text can be edited (e.g. Relaxation Delay).

3. Click on the Append button inside the Entry box.
4. Click on the Close button inside the Entry box.
5. Click on the Save button in the Commands section.

6. If desired, changes and modifications can be made using the icons to the left of the
Data Set Names window (see 3.4.2.2 Name, steps 6 through 8 in this chapter).

Permissions

26

Permissions

@

Priority

|:| Archive Data
Supervisor
Essential Originator
Manual Lock/Shim
Email Notification

Parameter Edit

Exit {lconMMR)

Data Set Mame Edit
Originator

Mail Spectrum PDF/PS
DX DataMail

(] JD¥ Copy Edit Lock/Shim/ATh
[ zIP Copy ZIP DataMail

Print Spectrum Cantrol Printing
] POF Copy ] PNG Copy

CMC-Verification
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When the User Manager is started for the first time, default permissions are set. To
change any permissions, click on any permission names. No check mark means no

n permission and a check mark means permission is granted. The permission settings
can be copied to other users by clicking on the Copy icon to the left of the Permissions
window. Below are the descriptions of the permission boxes.

34.7.1 Priority

A user may declare a sample or experiment to have a priority status. This option should
only be used for automation with a random access sample changer. The Six-Pack and
Nmr-Case changers may only operate in a sequential manner and Priority will be
disabled automatically if such sample changers are in use. See 3.13 Priority in this
chapter to define how the priority switch is to be handled.

3.4.7.2 Archiving Data

This option applies for both the Automation and Routine Spectroscopy. If permission is
granted, the user’s data (after processing has been completed) is copied into a directory
whose path is specified in the Archiving Directory box, see 3.4.9 Archiving Directory.

3.4.7.3 Supervisor

This option applies for both the Automation and Routine Spectroscopy. If permission is
granted, the user can minimize the IconNMR windows to access other programs on the
desktop of the operating system. The user also has full control of all Topspin features.

3.4.7.4 Essential Originator

This option applies for both the Automation and Routine Spectroscopy. To use this
feature, both the Originator and Essential Originator permissions have to be enabled.
The user must then fill in the originator value in to the title field of the Automation set up
window. The experiment cannot be submitted unless the originator information is
entered.

3.4.7.5 Manual Lock/Shim

This option applies for both the Automation and Routine Spectroscopy. If enabled, the
user is granted permission to activate the Manual Lock/Shim/ATMM feature in the Run
menu in the Routine Spectroscopy or Automation set up window (see 7.3 How to use
the Manual Lock/Shim/ATMM options).
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3.4.7.6 E-mail Notification

This option applies for both the Automation and Routine Spectroscopy. Permission can
be granted to different users to be notified through E-mail when an experiment or sample
is finished. This feature requires an E-mail address (see the section Other Settings in
3.4.8 Target E-mail Address) or the E-mail address can be entered as a Originator
value during the Automation set up (see 3.6 Originator Items). It also requires an SMT
mail server address and other options can be set (see the section 3.18.6 Mail in the
Options window).

3.4.7.7  JDX Copy

If enabled, IconNMR generate a copy of the data set in JCAMP-DX format and stores
the data with an unique name in a directory as specified by the fields shown in 3.18.9
JDX Copy Mode, in the Options window. This feature is in addition to all the other
Archiving/Data Mail modes.

3.4.7.8 Zip Copy

If enabled, IconNMR generate a copy of the data set in JCAMP-DX format as a ZIP file
and stores the data with an unique name in a directory as specified by the fields shown
in 3.18.10 ZIP Copy Mode, in the Options window. This feature is in addition to all the
other Archiving/Data Mail modes.

3.4.7.9 Print Spectrum

If enabled, sets the check button controlling printing in Automation to on or off. This will
then be the default setting for the user and determines whether a printout is to be made
or not.

3.4.7.10 PDF Copy

If enabled, IconNMR generate a copy of the data set in PDF format and store the data
with an unique name in a directory as specified by the fields shown in 3.18.7 PDF Copy
Mode, in the Options window. This feature is in addition to all the other Archiving/Data
Mail modes.

3.4.7.11 Parameter Edit

This option applies for both the Automation and Routine Spectroscopy. If enabled, the
user then can change any parameters during the set up of an experiment (acquisition,
processing and plotting) and also have access to the User Specific Parameters/
Command.

If disabled, only the User Specific Parameters/Commands are accessible.
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3.4.7.12  Exit (lconNMR)

This option applies for both the Automation and Routine Spectroscopy. If enabled the
user is granted permission to exit IconNMR and open other software applications.
If disabled, the NMR Superuser password is required to exit IconNMR.

3.4.7.13 Data Set Name Edit

This option applies for both the Automation and Routine Spectroscopy. If enabled, the
user can type a data set name during the set up of an experiment or choose one from
the predefined names.

If disabled, only the predefined data set names are accessible and the user can only
choose a data set name from the list created in the Data Set Names box (see 3.4.3 Data
Set Names).

3.4.7.14 Originator

This option applies for both the Automation and Routine Spectroscopy. If enabled, the
Originator information and the associated User Specific Information (see 3.4.5 User
Specific Originator Info) is displayed in the file name set up box for Routine
Spectroscopy and in the title window for Automation.

3.4.7.15 Mail Spectrum PS/PDF

This option applies for both the Automation and Routine Spectroscopy. If enabled the
user receives a general plot file as either a PS or PDF format. This feature requires the
same set up as for the E-Mail Notification and in addition choose the format (see in
3.7.2.3 Generate Spectrum Print-Out file in data set for possible dispatch to E-mail
recipient, in the Master Switches window).

3.4.7.16 JDX Data Mail

This option applies for both the Automation and Routine Spectroscopy. If enabled the
user receives the data as a JCAMP format file. This feature requires the same set up as
for the E-Mail Notification and in addition choose the format, (see in 3.18.9 JDX Copy
Mode, in the Options window).

3.4.7.17  Edit Lock/Shim/ATM

This option applies only for the Automation only. If enabled, permission is granted to
users to use the “Automatic Lock Program, Automatic Shim Program and ATM Control”
options in the Automation set up window in figure below, the cursor is pointing to the
Control icon.
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File Run Holder View Find Paameters Options Took Help
| 3 s w B
Lxperiment Tabse
| Haider Type  Sistm Mame [ Sabvent Eupermens Pri Par Titie/Oirig Teme User CiwiTeme | N
- jé 1[@aw
fé- [ooe Mar(4-2016 vl Mleoce e [wemotTow o | nu = | & sy Ase
e 2 | a8 " [Controi Lockng. Srimming and ATM
| B3 ] ()
L | @ee "
| Suberd Cancel Edt Dot fdd 1 Capy |1 e, cha
| (S
|
Preceding Experiments
= Date Hoider Name L] Experment Lead ATM Rt Lock Shim Ao Pree  User Dkt TeiOng Remario
|
< >
| ; -
| Search Precedng | [ Samptonags | Bury sk Mo sms' | Dav 0000 Mgt G000 U seie

Below is a close up of the control icons.

Ele|-OE

Click on the icon and a pull down menu appears.

Lock/Shim Settings

Lock Program  |LOCK |

Shim Program | TOPSHIM ; v

ATM Controls

1 —
THL[rEnh;rl\lu'lw:j:ching i Yes @ Mo |l afterasolvent change

X Channei

Funinghiabiing '5_-” Yes @No W after a solvent change

oK

3.4.7.18 Zip Data Mail

This option applies for both the Automation and Routine Spectroscopy. If enabled the
user receives the data as a ZIP file. This feature requires the same set up as for the E-
Mail Notification and in addition choose the format, (see in 3.18.10 ZIP Copy Mode, in
the Options window).

3.4.7.19 Control Printing

If enabled, the option for printing or not printing a spectrum can be set in the Automation
set up window before submitting a sample.
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Below is a close up of the control icons.

No Printing

4 2] B

Printing to the default printer

3.4.7.20 PNG Copy

If enabled, IconNMR generate a copy of the data set in PNG format and store the data
with an unique name in a directory as specified by the fields shown in 3.18.8 PNG Copy
Mode, in the Options window. This feature is in addition to all the other Archiving/Data
Mail modes.

3.4.8 Other Settings

3.4.8.1 Spectrum Number File name

] Spectrum Number File name

This entry which is located in the Other Settings section, provides an additional method
of prescribing data file names. The contents of this entry field will be considered as a
path name of a text file set up by the laboratory manager. The file name must start with
letters and ending with a number. The data set name will automatically increment on
setting up the next sample. To create this file, follow the steps below:
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3.4.8.2 For LINUX, follow the steps below to create the text file:
1. Open a shell window
2. Choose a directory where the text file should reside (e.g. /usr/adm)
3. Type cd /usr/adm
4. Use an editor to create a text file which contains the data set file name which must
start with letters and end with a number (e.g. sample000).
5. Store the file (e.g. data set name).
6. Start IconNMR.
7. Open the IconNMR Configuration window.
8. Select one or multiple users using the Ctrl or Shift key.
9. Click on the folder icon next to the Spectrum Number Filename box and select
/usr/fadm/data set name
10. Click on the Save button inside the lconNMR Configuration window (Commands
section).
3.4.8.3 For Windows, follow the steps below:
1. Open the Note Pad application
2. Type a data set filename which must start with letters and end with a number (e.g.
sample000)
3. Click on Save As
4. Select a directory (e.g. C:\Temp)
5. Choose a file name (e.g. datasetname.txt)
6. Start [conNMR
7. Open User Manger
8. Select one or multiple users using the Ctrl or Shift key
9. Click on the folder icon next to the Spectrum Number Filename box and select
C:\Temp\datasetname.txt
10. Click on the Save button inside the lconNMR Configuration window (Commands
section).
3.4.8.4 Target E-mail Address

32

Target Email Address

This option is used to send Notification of completed experiments, Data or a PS/PDF file
to be attached to an E-mail. A valid E-mail address have to be entered in to the Target E-
mail Address window (e.g. scientist2Z@company.com). If an E-mail address is entered
as a value for the Originator item Data Mail/Notify to in the title window, then it will
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overwrite this Target E-mail Address.

3.4.8.5 Archiving Directories

Archiving Directories bt E‘

This entry allow the above items to be defined on a per user basis, even for so-called
NMR users who do not have a direct login on the workstation. The archiving directory
could be used for example, to define an NFS mounted file system which is to be used to
store a copy of any experiments data after processing.The workstation manager is
responsible for the setup of such an archiving directory.

All data sets generated by the programs have audit trail files which catalog what has
been done on the data set.

The archive function never overwrites data set directories which already exist on the
target drive. If the Data Set directory with the particular expno already exists, IcoOnNMR
will add a prefix _<Number> to the Data Set Name and try to do the copy again. It will
keep incrementing the <Number> prefix until a free directory is found.

3.4.8.6 Umask

Umask rew-rw-rw- Usersf Wmrlserf Everyone:f -

The Umask entry stems from the Unix world and has some influence over the data
permissions on Windows workstations. In that case, the order of the rw (read, write flags
in as follows. (rw-rw-rw-). The first rw refers to the currently logged in User, the second
refers to the group NmrUser, and the last refer to Everyone. It should be noted that the
ownership of the data cannot be given to another Windows user. Ownership on
Windows® systems can only ever be taken.

NmrUser must be added to all Window users, using IconNMR to assure the correct

n Important: This is for all Windows operating systems only. The group name:
data permission.

3.4.8.7 Experiment Time Limits

[[] pay Time Limit |02:00 [ Night Time Limit |03:00 | [C] Max. Duration of a daytime experiment 01:00

The maximum permissible total experiment duration may be entered for users to prevent
any one user commanding too much time on the instrument. The times entered are
granted to each user per each calendar day. Using the entry Max. Daytime. Experiment
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Duration’ specifies how long any individual experiment can take be before it is declared
too time consuming to run in ‘Day Time'. To make use of this option, follow instructions in
chapter 7, section 7.1, How to set Day and Night Time limits for users.

3.4.9 Commands

Commands

Save Default Delete Update Experiment List

3.49.1 Save

The Save button saves the current settings on disk, in the file:
TOPSPINHOME/conf/instr/<instrument-name>/inmrusers/<userid>

You may save everything you have set up so far for several users at once. Hold down
the <ctrl> key and mark all desired users in the User Names box by clicking on them. Or
keep the <shift> key depressed while clicking on a user. This will automatically mark all
users from the currently selected one to this position. Then click on the Save button.

3.4.9.2 Default

The Default button initializes all boxes with the default information stored in the file:
TOPSPINHOME/exp/stan/nmr/lists/sam_users_exam.inmr.

3.4.9.3 Delete

Use the Delete button to remove users from IconNMR. Mark the users you wish to
delete and click on the delete button. Their user file will be deleted.

3.4.9.4 Update Experiment List

Loads experiments from the current IconNMR version into the Experiment list. Delete all
current experiment entries.

3.5 Composite Experiments

1. Click on Composite Experiments on the left side of the IconNMR Configuration
window.
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{ f., lconNMR: Cenfiguration - O X
File Help ]
= User Settings Composite Experiments €
4 - |ser Manager Name Comment il F
Composite Experiments abcd proten, c13, dept135, cosy, hsqc
3 - Additional Users SELNOGP.mod 1-D 1H exp. + 1-D sel. grad. NOESY exp.
E -~ Originator ltems C12_DEPT126 1-D 13Cn ns=128 + 1-D DEPT135, ns=64 L
2 B miTEm ROESYETGPSW  swopt. ROESY with gradients 3
4 . Master Switches MLEVETGFSW swopt. TOCSY with gradients
] ) NOESYGPSW swopt. NOESY with gradients (States TPPI)
O, Wincow, SELMLGP.pz selective TOCSY
Virtual Parameter Sets SELROGP pz selective ROESY
-+ Tuning/Matching SELCOGF.pz selective COSY
- Lock/Shim Options SELNOGP.pz selective NOESY
SahventiProbe COSY455W swopt. COSY45 (magn. mode)
Dependencies COSY905W swopt. COSY90 (magn. mode)
COSYGPSW sw opt. COSY with gradients (magn. mode)
- Priority prre—rrryr—— P e o sy v
- Temperature Handling » i
-+ LC-NMR Options Add new | Modify Delete | Save to User(s)
- SampleTrack Opticns
- Fail Safe { Eror Handling Companent Experiments
- Web Interface Experiments F2 Reference F1 Reference
Options a PROTON
AssureNMR b COSYGPSW a PROTON
AssureSST ]
CMC-Verification
ToolBox Setup
Accounting
Sonich Commands
‘ | ra Save Default Update

™
A composite experiment is a series of two or more experiments combined under one

name. To add a new composite experiment to the existing list, follow the instructions in
Chapter 6, Adding new experiments, section 6.7.

Composite experiments may not include other composite experiments.

3.5.1 Add new-, Modify-, Delete-, Save to buttons

Add new Modify Delete | Save to User(s)

3.5.1.1 Add new

Add a new composite experiment to the Composite Experiment list.
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3.5.1.2 Modify
Modify a existing composite experiment listed in the Composite Experiment list.
3,513 Delete

3514

Delete a composite experiment from the Composite Experiment list.

The same experiment has to be also deleted from the Experiment list in the User
Manager window.

Save to

3.5.2

Save a new or existing composite experiment to one or multiple users adding to the
Experiment list bypassing the User manager.

Commands

3.5.21

Commands

Save Default Update

Save

3.5.2.2

Saves the current Composite Experiment list to the disc into the directory:
TOPSPINHOME/conf/instr/<instrument-name>/inmrusers/.pool_txt. This command is
also accessible via the file menu.

Default

3.5.2.3

Loads the default composite experiments into the Composite Experiment list from the
disc in the directory:

TOPSPINHOME/exp/stan/nmr/lists/def_comp_exps.inmr.

It will discard all present composite experiments.

Update

36

Extends the current list with new composites from this version of lconNmr.
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3.6

Originator Items

1. From the configuration item window select Originator Items.

ﬁ lconNMR: Configuration - m}
= File Help B
Bl User Settings Criginator ltems A ¢
| User Manager + I Originator ltem  Regular Expression = r
i -+ Composite Experiments -
N T —
r¢ E Automation
1 Master Switches
-+ Automation Window
- Virtual Parameter Sets
-+ Tuning/Matching
B Lock/Shim Options Automation Mode Options
. Solvent/Probe Generate "orig" file in Data Set
Dependencies Include Originator ltem name in orig/title file
Enoy Insert this text between Originator ltems
- ilenipesiE banding Display/Document only Originator ltems defined for the user
- LC-NMR Options
SampleTrack Options Standard Originator Values
- Fail Safe / Eror Handling Set Standard Originator Values
RS RS for Originator ltem:
Options = e
AssureNMR. Load list
AssureSST Delete value
CMC-Verification Sehehi
ToolBox Setup
Accounting Sort list
values may be edited
Search Add new Remember new values
€ >

To use this option and to add the Originator items and values to users, follow the
instructions in chapter 7, section 7.2 How to assign User Specific Originator
Information.

3.7 Master Switches

1. Click on Master Switches
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& IconMMR: Configuration — O X
File Help
Bl User Settings Run Control
- User Manager Sample Changer/Automation Mode
NMR Case =

- Composite Experiments
- Additional Users

- Originator ltems

B Automnation

[ start run at user login
| Master Switches

e RCITCRTEITHITT PN TOw [J Allow Pause system to remave current sample

Eject last sample in queue
[J Never Rotate the Sample

[ Force jump to next sample after n experiment(s); 1 3

- \irtual Parameter Sets
Processing Control

- Tuning/Matching
Generate a Spectrum Printout

- Lock/Shim Options
] wait until processing completed before executing next experiment

Solvent/Probe
Dependencies Process Data Sels after Acquisition m
- Priority Generate Spectrum PS/PDF file in data set for
- Temperature Handling possible dispatch to Email recipient. In PDF Format ~
- LC-NMR Options DataSet Management

- SampleTrack Options ] Eliminate ‘data’ and ‘nmr' from the data set path

- Fail Safe / Error Handling Eliminate 'user' from data set path
- \Web Interface [ Ignare the TopSpin Prosol Parameters
Options Delete temporary datasets after experiment end
AssureNMR Allow Overwrite of existing Acquisition Data
AssureSST
CMC-Verification
ToolBox Setup
Accounting
Search
e

3.71 Run Control

3.7.11 Default Automation Mode

This option applies only for Automation and not for Routine Spectroscopy. By clicking on
the gray box a list of different automation modes or “drivers” appears.
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BACS/SampleCase/Pro (R5232)
SampleXpress

SampleJet

NMR Case

MAS Use

HRMAS Use

Manual Inject/Eject

Flow Tube {InsightMR)

Profiler (BEST)

Profiler (Xpress/BACS)
BEST-NMR Module

LC-NMR Module

SampleTrack (Xpress/B*Pro R5232)
SampleTrack (Sampledet)

Processing Only!

The selection of the default mode is primary designed for starting the run at the users
login option.

3.7.1.2 Eject last sample in a queue

This option applies only for Automation and not for Routine Spectroscopy. If enabled, the
last sample will eject after all experiments are completed and if there are no new
samples submitted to the run. Some automation modes do this regardless of the setting
e.g. MAS, HRMAS.

3.7.1.3 Never Rotate the Sample

If enabled, all sample are run non spinning. This option applies for both the Automation
and Routine Spectroscopy and should be used whenever sample spinning is not desired
(e.g. BBI-, TXI- probes).

3.7.14 Start run at users login

This option applies only for Automation and not for Routine Spectroscopy. If enabled, the
run will start when the user logs into IconNMR Automation. The current default
automation mode selected in 3.7.1.1 Default Automation Mode will be used.

3.7.15 Allow Pause system to remove current sample

If enabled, a popup window appears when hitting the pause button in the Automation
window. It inquires as to whether the sample should be removed after the experiment is
completed or leaving the sample in the magnet (see picture below).
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¢ IconNMR: Automation Jan04-2016-1553-mg
e . i — F 3

File Run Holder View Find Parameters Options Tools Sample

Q@ stop B i

Experiment T

Pause leaving sample in Magnet

# Pause removing sample from Magnet Disk
-1 RIZBGHLZIT.AS 199 ueued
§é&- Queued C:\BrukeriTop

v 2 RJ2562527.A4 193 ¥é- 1 Queued
§é Queued C:\BrukenTop

3.7.1.6 Force jump to next sample after every experiment
Instead of Icon running all experiments on a sample before proceeding to the next one,
use this flag to force Icon to only execute one experiment on a sample and then jump to
the next sample.

3.7.2 Processing Control

3.7.2.1 Generate Spectrum Print-Out
If enabled, it will suppress the printing normally associated with the execution of the
processing AU program. Processing will proceed as normal but no paper printout will be
generated.

3.7.2.2 Wait until processing completed before executing next experiment
If enabled, it halts the run from continuing with the next experiment/sample until the
processing of the current experiment/sample is finished. This may be useful if
processing of the acquired experiment is part of an analysis.

3.7.2.3 Process Data Sets after Acquisition

40

This option applies only for Automation and not for Routine Spectroscopy. By clicking on
the gray box, a list of choices appear.
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Always

all experiments are processed.
Never

no processing done on any of the experiments.
Ask on Startup

in the Initialize Run Window a check box will give the option to process the data after
acquisition.

MNMR Case i

First sample n

] First sample in the magnet (locked, shimmed, tuned and matched)?
| Process all Acquired Data Sets |

‘{f%} Start 0 Cancel

3.7.2.4 Generate Spectrum Print-Out file in data set for possible dispatch to E-mail
recipient

Use of this feature creates a PS or PDF file in the pdata procno directory of the data set.
IconNMR will send it to the currently defined user E-mail address. After sending the file,
it will be deleted from the data set directory.

In Pastscript Format
in PDF Format

3.7.3 DataSet Management

3.7.3.1 Eliminate ‘data’ and ‘nmr’ from the data set path

Use this feature to change the way IconNMR creates data paths for your data. With this
button unchecked (default) ICON continues to create data sets in the old style:

/data/<User>/nmr/<Data Set Name>/<Expno>/pdata/<Procno> Activate the feature and
ICON will remove the data and nmr parts of the path. This feature requires that IconNMR
be restarted, no change will occur before that. This feature requires TopSpin Version 3 or
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better.

3.7.3.2 Eliminate ‘user’ from data set path

Use this in conjunction with the above feature to also remove the user directory. The
same rules apply as in the data and nmr case.

3.7.3.3 Ignore the TOPSPIN Prosol Parameters

If enabled, IconNMR does not execute a pulse sort and therefore ignores the prosol
parameters. This option is primarily used for non standard pulse programs and
instrument configurations.

3.7.34 Delete temporary datasets after experiment completion

When an experiment is submitted, IconNMR creates a temporary data set in the
directory /<TOPSPINHOME>/prog/curdir/changer/inmrchanger. This data set contains
all information to run the experiment including any changes in experimental parameters.
The main purpose of using this option is to save disk space.

> IHWARNING!!: IT IS NOT RECOMMENDED TO USE THIS OPTION WHEN THE
SET UP FILE HAS TO BE SAVED FOR REPEATED USE SINCE ANY
PARAMETER CHANGES WOULD BE LOST.

3.7.35 Allow Overwrite of existing Acquisition Data

If enabled, lconNMR will overwrite a existing dataset. If this option is not checked, the
experiment is skipped and the remarks column in the history window will indicate that the
data already exist.
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3.8 Automation window

1. Click on Automation window.

& IconNMR: Configuration = m} x
File Help
= User Settings Display

User Manager Holder Status Display Style North American ~
e e Default Number of Sample Holders

- Additional Users ) =
Approx overhead time for sample change (secs) 160 p
- Originator ltems

= - .
O Automation Experiment acquisition time calculation

T — [1 Touch Screen / Large lcons Mode

I -{ Automation Window [] show 'Disk’ Column for Viewing/Editing

T e Make 'Disk’ Column Read-Only
- Tuning/Matching O Easy Setup Mode
E Lock/Shim Options Allow multiple experiment selection per sample
| Solvent/Probs Enable Search Window
Dependencies Enable Tools Menu
- Priority [ skip Identify User window on Automation start
- Temperature Handling Controls
= LC-NMR Options Spectral Viewer
SampleTrack Options (Double/Right Click on Preceding Experiments)
- Fail Safe / Error Handling O Logout Idle Users Automatically
- Web Interface Logout Delay (minutes) |10 =
apfiats [ Enable Automation Controls Window
SSTUENIR External Setup Directory | | E} @
AssureS5T E
CMC-Verification Default Solvents and Experiments
Accounting Default Experiment | v‘
HTMIL Export Files (identical entries =» Setup & History appear in one file)
HTML Setup File ‘C:\lmp\inmrsetup\ioon_se{up.htm\ | ﬁ- B
HTML History File ‘ ||§ '

Search

3.8.1 Display

3.8.11 Holder Status Display Style

This options applies for Automation only and not for Routine Spectroscopy. One of four
display modes can be selected:

Maorth American

European

|

[Text Cnly
Bruker Conform

North American traffic light style
no lights = experiment may be set up

yellow = sample submitted, waiting to run
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green = experiment in progress
red = experiment done, sample measured

lights black = experiment aborted or failed

European traffic light style
green = experiment may be set up
red & yellow = sample submitted, waiting to run
red = experiment in progress
yellow = experiment done, sample measured

lights black = experiment aborted or failed

Text only
Available = experiment may be set up
Queued = sample submitted, waiting to run
Running = experiment in progress
Finished = experiment done, sample measured

Failed = experiment aborted or failed

Bruker Conform

Conformity between Bruker’s various Automation software programs

3.8.1.2 Default Number of Sample Holders

This option applies for Automation only and not for Routine Spectroscopy. A number of
sample holders can be chosen for various sample changers or manual sample change
operation. The default number of sample holders are set during the Sample changer
configuration as part of cf.

3.8.1.3 Approx overhead time for sample change (secs)

This option applies for Automation only and not for Routine Spectroscopy. The time
entered in Seconds defines how long a sample change takes and it is used in calculating
the Expt Time and Busy until Times displayed in the Automation set up window.

3.8.14 Experiment acquisition time calculation

This option applies for Automation only and not for Routine Spectroscopy. If enabled, the
acquisition time is calculated on submitting an experiment or when parameters of an
experiments are changed. The picture below shows the time calculation displayed on
the bottom of the Automation window.
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SampleXpress | Busy untl: Mon 13:52 | Day. 00:01 | Might: 00:.00 | User. nmrsu

3.8.15 Touch Screen / Large Icons Mode

When enabled, the icons in the Automation set up screen are enlarged. This option is
primarily used for touch screen operation.

3.8.1.6 Show ‘Disk’ Column for Viewing/Editing

When enabled the disk column is shown and can be edited in the Automation set up
window. Disabling will remove the disk column.

3.8.1.7 Make ‘Disk’ Column Read-Only

Enabling this option together with the previous one will show the Disk column in the
Automation set up window but can not be edited.

3.8.1.8 Easy Setup Mode

When enabled, a simplified entry window is used to set up samples in Automation. For
more detailed information, see 7.4 How to use the Easy Setup Mode.

3.8.1.9 Enable Search Window

When enabled, users can search through Icon’s records of previous experiments in the
Automation set up window (see picture below).

Search Preceding “‘% i‘l\

3.8.1.10 Enable Tools Window

When enabled, users will have access to the features shown in the Tool Menu of the
Automation window (see 5.3 Tool Menu).

3.8.1.11  Skip Identify User window on Automation start

Use this to have the automation window appear immediately with IconNMR Automation
logged in as the current <system> user.
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3.8.2 Controls

3.8.2.1 Spectral viewer

This option selects to view the spectrum in either the TopSpin or the Amix-viewer

program. To apply, double click in the history window on the completed experiment in the
Automation set up display.

3.8.2.2 Logout Idle Users automatically

This option applies for both the Automation and Routine Spectroscopy. It is designed for
users who are required to log themselves out after all of their experiments have been

submitted. If enabled, user’s are automatically logged out after the specified idle time in
Minutes.

3.8.2.3 Enable Automation controls Window

This option applies for Automation only and not for Routine Spectroscopy. If enabled The
Automation Controls window as shown here appears during a run when an acquisition is
in progress.

# ICON-NMR: auto Online C.... [= |[B][X]

L—'i
Automation In Frogress

Current Experiment Info

Holder Mo 1
Marre: Jul2e-2007
(= 10

Time Femaining:
Current Expt : PROTOMN
1H experiment 16 scans

=
’FID ”Spectrum I
Contrals
’Halt I Autoplot
Stop [ Search I

Stop Automation
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3.8.2.4 External Setup Directory

In this option a external set up directory can be entered. This is especially useful if a pool
directory is to be used where multiple IconNMR programs scan the same directory
looking for a external setup file based on for example a BEST-NMR well plate barcode.

External Setup Directory |C:/External_setup %

3.8.3 Default Solvent and Experiment

Default Solvents and Experiments

Default Sohvent CDCI3 chloroform-d w

Default Experiment |N PROTON o

3.8.3.1 Default Solvent

In cases where the same solvent is repeatedly used, a default solvent can be selected in
this option. This selection is then entered automatically in the respective fields during the
automation set up of a sample.

3.8.3.2 Default Experiment

In cases where the same experiment is repeatedly used, a default experiment can be
selected in this option. This selection is then entered automatically in the respective
fields during the automation set up of a sample.

3.84 HTML Export Files

A directory path can be chosen to store the IconNMR setup and history files which are
created during an automation run. This files are in HTML format and can be viewed
through an Internet browser as shown below. (e.g. c:/tmp/inmrsetup and c:/tmp/
inmrhistory). Identical entries results in that the Setup and History appear in one file.

HTML Expaort Files (identical entries => Setup & History appear in one file)

HTML Setup File | C:/tmpiinmrsetuplinmr_setup. htmi =

HTML History File |Citmpfinmrhistonyfinmr_history htmil
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3.84.1 IconNMR Setup file

2 ICON-NMR History List
Edit

Microsoft Internet Explorer

View Favorltes Tools  Help

Dot - @ [¥] B €| POseah Sfpravtes @rete & (-

Filz

address (] Citmplisetupicon_setup, html

v|Eloe ks ¥ Bsnagr [

&< (CNMR

ICON-NME. Automation Run Status:
Current Total expt reported acquisition time: 00:06

Busy Until: Tue 16:11
Might Fun Time: 00:00
Setup List
[HorpEn|STaTUS [Namm® [ExeNo[ExpermmEnT _ [USER|TIME [T
1 R_unnmg 3 Jun0B-2004 . 10 PROTON pz 00:01:5% Instrument AV-300 Customer Bruker-Biospin Corporation
1 ed Tun08-2004 11 COSYGPSW pz 00:04:06 Instrument AV-300 Customer Bruker-Biospin Corperation
2 Jun0B-2004 20  PROTON pz 00:01:5% Instrument AV-300 Customer Bruker-Biospin Corporation
&) Done ' My Computer

3.8.4.2 IconNMR History file

Microsoft Internet Explorer

File Edit View Favorites Tools Help

@ %] [ @0 O seweh S ravortes @Presa €2

Acvess | €] Coitmpinmristorylican_histary html

*  W@snaglt

Links.

v B

&4 (L NMR

ICON-NME Automation Run Status:

Current Total expt reported acquisiion time: 00:00
Busy Until: Tue 16:14
Might Run Time: 00:00

History List

[Horoer[Trae Namz ExpNo[ExpermiEnT _ |UsER|SPIY |Lock [SHmM |Scg  [PRoc [TITLE

REMARKS|

2 161402 Jun02-2004 20 PROTON  pz - - -
1 160832 Jun02-2004 11 COSYGESW pz [N

1155801 Tw0z-2004 10 PROTON oz NI

Instrument AV-300 Customer Bruker -Biospin Corporation
- Instrument AV-300 Customer Brulcer -Biospin Corporation
- Instrument AV-300 Customer Bruleer -Biospin Corporation

&] Done

4 My Computer

3.9 Virtual Parameter Sets

1. Click on Virtual Parameter Sets.

48
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& leonbIMR: Configuiation - o ¥
File Help
Lisar Sattings = virtual Parameter Sets
|+ user Manages
[~ Composite Experiments
|+ Acditicnal Users

[ enable virual Parameter Sets

Make new or Modify experiments for use inside IconNMR: Automation based on any TopSpin paramiter st
CHCK 0N thia Boxes 10 S&d Sxampla Satlings. Laave Calls blank for defaull behaviour

! Originator ltems
Autamaton Paramelers may be modified or easily ransfered between experiments.
| Mastor Switches Alteratnmultiph AL pROGRETS may D prescribed of ABemativie Undeeying parmeler Sl Specified

Eliminate 1ha nead for MURips CUSIONMIZAd RAFANAtr SA1S (BVen SCTos mullipia INSrumants) coataining caly MInor differencas

T = All Vinual Experimants defined in the ‘Experiment Name' column may be used inside lconhMR Configuration as required
]l ‘irual Faramater Sats =
T - = - TY— i

7 Lock/Shim Options =
Saolvent/Probe
Dependencies
|+ Prionity
|+ Temperatura Handling
LC-NMR Options

|- SampaTrack Opticns
[~ Fail Safe / Eror Handling
L~ Wab Interface

Opticns.

AL ENNE

AssureSST
CMC-Verification

ToctBon: Setup

__Accounting e

< >
Search

oo

Make new/Tweak experiments for use inside IconNMR Automation based on any
TopSpin parameter set.

Parameters may be modified or even inherited by other experiments. Alternative/ multi-
ple Acquisition AU programs/commands may be prescribed or alternative underlying
parameter sets selected.

Eliminate the need for multiple customized parameter sets (even across multiple
instruments), with only minor differences.

To use this option follow the example in chapter 6, Adding new experiments, section
6.9.

For more in-depth information, consult the Reference Manual, page 111, 5.6 Virtual
Parameter Sets.
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3.10

Tune / Matching

3.10.1

1. Click on Tune / Matching

& IconNMR: Canfiguration - | x
File Help
B User Settings Automatic Probe Tuning and Matching (ATM]) Setup
User Manager Enable ATM Optimization
- Composite Experiments (ATM PROBE INSTALLED] ]
. Additional Users [ Abort Acquisition on ATM Failure
.. Originator Tterns Experiment Dependent ATM Optimization Settings
o . Set individual entries by right-clicking on the appropriate entry or use the Set/Execute combination below
= Automation I @ o
" "H Channel X Channel
Master Switches | Experiment Name With opticns
pe Tuning/Matching TuningMatching P
Automation Window = i1,
C12CPDSN P Aways P Aways
- Virtual Parameter Sets P e
C13DE455N P Aways 5 Always
~| Tuning/Matching f i
C13DEPT135 T Aways P Aways
B+ Lock/Shim Options i i
5 C13DEPT136NS32 P Aways P Aways
& Solvent/Probe G13DEPT135) @n @n
P— p lever ever
. Priority C12DEPT136p.mod @ Never @ Never
- Temperature Handling GIZLERTAS ‘Fﬁ Ay ‘Fﬁ Always
LC-NMR Options C13DEPT90 F" Always F‘ Always
SampleTrack Options G130 ‘FJ Loz ‘Eb Alerys
Fail Safe / Error Handling CIZHUMP :Pn e ‘FJ Aways
. Web Interface C13lG ‘F' Always ‘F':' Always
Options C18MULT F’ Always F‘ Always
~aakan TaAs [ YR, T A b
AssureNMR
Adjustrent [Aways ~|
AssureSST
CMC-Verification Experiment(s) |E0_3” = |
TeolBox Setup Channel/Options |‘IH V|
Accounting
With:gpiiins [ exact [ coarse [ high
Search
[ storewobb [] manwbsw Exacute
[ e

Automatic Probe Tuning and Matching (ATM) Setup

Most of the high resolution probes with some exceptions are equipped with automatic
tuning and matching capabilities (ATM). The TopSpin command atma tunes and
matches the probe automatically according to the NUC settings in the current data set.
To make use of this feature, follow the steps below.

3.10.1.1 Enable ATM Optimization (ATM PROBE INSTALLED)
1. Click inside the square next to enable ATM Optimization.
3.10.1.2 Abort Acquisition on ATM Failure

3.10.2

Using this option will stop the acquisition if the ATM fails to optimize.

Experiment Dependent ATM Optimization Settings

50

Single experiment

1. Click the right mouse button when the cursor is over a channel setting (1H or X).
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Experiment Nane THu :i:::;Mn:Lching )T(umzr}nmealtchmg Wi iR
B_TROSYF3GPPH P Always ™ Always

C13APT P Always B Always

C13CFD B Always B Always

C13CPD128.mod B Always P Always

C13CPD2K ™ Always B Always

C13CPD32 e _____________________
p— S avys ]
C13CPDSN o e

C13DE455N o On first sample/after solvent/nucleusitube_type change
C13DEPT135 P exact

C13DEPT135NS32 P coarse

C13DEPT135p @  nign

C13DEPT126p.mod @ storeWobb

C13DEPT45 P manwbsw

C13DEPTI0 B Avays T Always

2. Select the setting from the pop up menu by clicking on it.

Multiple experiments

1. Use the ‘Ctrl’ or ‘Shift’ key to select multiple experiments.

Experiment Dependent ATM Optimization Settings
Set individual entries by right-clicking on the appropriate entry or use the Set/Execute combination below
@ 'H Channel X Channel
I Experiment N With opti
e Tuning/Matching Tuning/Matching RLopans
B_TROSYF3GFPH ™ Always T Always
C12APT T Always T Always
C13CFD ™ Aways T Aways
C13CPD128.mod ™ Aways ™ Aays
C13CPD2K T Aways T Aways
C13CPD32 T Aways T Always
C13CPD64 T Aways T Aways
C13CPDSN ™ Aways T Avays
C13DE45SN T Aways T Aways
C13DEPT135 T Always T Always
C13DEPT135N532 '.?:' Always '.F:' Always
C13DEPT135p ) Never &) Never
C13DEPT136p.mod ) Never &) Never
C12DEPT45 T Always T Always
C13DEFTS0 ™ Aways T Aways
Adjustment |Always ~ |
Experiment(s)  |to_all v]
Channel/Options. |1H v]
Ve celaes [ exact [ coarse [ high
[ storewobb [ manWhsw Eseris

2. Click on the down arrow next to Adjustment.
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3.11

3. Select the setting from the pop up menu by clicking on it

4. Click on the down arrow next to Experiment(s).

= \

5. Select ‘to selected’ from the pop up menu by clicking on it.

6. Click on the down arrow next to Channel/Options.

H and Cptions
¢ and Options
'H, X and Options

7. Select the setting from the pop up menu by clicking on it.

8. In the With options select any of the options listed below:
exact

This option will do the tuning and matching more precise, but takes time.
Coarse

This option will do the tuning and matching faster but may not be optimized.
high
store Wobb

This is a ATM option to save the Wobble curve after an atma command.
man Wbsw

This option is for manual Tune and Matching.

8. Click on the Execute button to store the selected settings.

Locking/Shimming Options

52

1. Click on “Locking/Shimming Options”
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ﬂp leonMNMR: Cenfiguration
File Help

B User Settings

- User Manager

- Composite Experiments

- Additional Users

- (riginator ltems

B Automation

- Master Switches

- Automation Window

- Virtual Parameter Sets

~_Tuning/Matching

= LockiShim Options I

i Solvent/Probe
Dependencies

- Priority

- Temperature Handling

- LC-NMR Opticns

~ SampleTrack Options

- Fail Safe / Error Handling
- Web Interface

Options
AssureNMR
AssureS5T
CMC-Verification
ToolBox Setup
Accounting

Search

Locking

Lock Program | LOCK

[ Lock only after a solvent change
Shimming

Shim Program |TOF'SHIM JHNEW Gradient Shimming

Time delay before start of shim (seconds) |0

[ Abort Acquisition on Shim Failure

Shim the sample |on every new sample (default)

Shim after this number of experiments |‘I

[0 Ahways shim after a QNP change

Total time allocated for tune command (minutes) |‘ID

3.11.1.1 Lock Program

This option applies for both the Automation and Routine Spectroscopy. The locking
procedure in IconNMR is controlled through this selection. If the Edit Lock/Shim/ATM
permission is enabled (see 4.4.12 Permissions) the user can change the Lock Program
in the lconNMR setup window.

AU my_au_prog: #Run your TopSpin AU Program
IXMAC my_macro: #Run your TopSpin macro

skip Locking {TconNMR not responsible)

LOCK #Default

Skip Locking (ICON-NIR. not respaonsible)
LOCK-OFF :#Switch sweep and lock off

Lock

The automatic lock is activated on every new sample.

Skip Locking (IconNMR not responsible

This option is primarily in throughput operation, used for samples with the same solvent.
LOCK-OFF;#Switch sweep and lock off

This option is primarily used for samples with none deuterated solvents.

10000055108
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3.11.1.2

Use the button to remove an item from the list box.

Lock only after a solvent change

3.11.2

This option applies only in Automation and the use of a sample changer. It is primarily for
use with BEST NMR accessory and samples in a queue with the same deuterated
solvent.

Consult the IconNMR reference manual for more lock options.

Shimming

3.11.2.1

Shim Program

54

This option applies for both the Automation and Routine Spectroscopy. The shim routine
can be selected by clicking on the down arrow button.

LCTSHIM #NEW Gradient Shimming with optimization fedprosor LC-NMR o
ITOPSHIM zG6off,#NEW Gradient Shimming with z6off argument

ITOPSHIM Z60FF #NEW Gradient Shimming

l'I'C)F'SHIM_‘u'i.fITH_J-ﬂ\.UTOSHIM #Start Topshim, turn auteshim on afterwards
LCTSHIM #ZNEW Gradient Shimming with optimization for LC-NMR

ITUNE mytunefile #Shim using your own tunefile called mytunefile

ITUNESX #Default

TUMNE mytunefile #Shim using your own tunefile called mytunefile

GRADSHIM #Start XWIN-NMR Gradshim v

Use this to decide which type of shimming you'll be using. lconNMR provides 3 default
options:

TUNESX

Computer shimming using the tune file created in edprosol. This file is probehead and
solvent dependent. The probe head, all solvent tune file is stored in the directory:
[TOPSPIN home]/conf/instr/spect/prosol/[probe ID]. The probe head, solvent tune file is
stored in the directory: [TOPSPIN home]/conf/instr/spect/prosol/[solvent.probe ID]

GRADSHIM

Shimming using the Gradient shimming method defined in the TOPSPIN gradient
shimming interface (gradshim). The iteration control file for gradient shimming is defined
in the setup/automation menu.
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TOPSHIM

Shimming using the TOPSHIM gradient shimming. TOPSHIM will select 1H gradient
shimming when H20+D20 as a solvent is selected. On all other Deuterium solvents, 2H
gradient shimming is performed.

TOPSHIM_WITH_AUTOSHIM <args>

Standard gradient shimming followed by an autoshim on command. Arguments are
passed to the topshim routine.

TUNE mytunefile

Computer shimming using a personal tune file created with edtune. This file is not probe-
head or solvent dependent. It is stored in the directory: [TOPSPIN home]/exp/stan/nmr/
lists/group.

Skip Shimming

Use this setting when shimming is not required, or where the shim control is handled
externally, (e.g. by the Acquisition AU program see the AUNM parameter).

n Use the button to remove an item from the list box.

3.11.2.2 Time delay before start of shim (seconds)

A time delay can be entered in seconds to start shimming the sample.

3.11.2.3  Abort Acquisition on Shim Failure

If enabled, the run on the current sample is discontinued after a shim failure.

3.11.2.4  Shim the Sample

This option applies only for the Automation. Different settings can be selected by clicking
on the arrow.

an avery new samp_i;E&éfa_u_li}

lon every experiment

lafter a solvent change

after a solvent change or N experiments
after every M experiments (see below)
lafter every 2 experiments

after every 5 experiments

lafter every 10 experiments

On every new sample

This is a Default option and it will shim on every new sample using the shim program
selected.
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On every experiment

This Default option will shim on every new experiment on the inserted sample using the
shim program selected.

After a solvent change

This option will only shim when a new solvent is detected. Grouping samples with the
same solvent is useful to take advantage of this feature.

After a solvent change or N experiments

This option works like the one above, except it also skips the shimming on every experi-
ments selected on the inserted sample.

After every N experiments

This option is useful if some of the experiments have a long acquisition time before the
next experiment is started. Also some experiments have the spinning turned on or of
(e.g 1D and 2D experiments). Set the number of experiments in Shim after this number
of experiments. The next three options work the same way except they have a fixed
number of experiments.

3.11.2.5 Always shim after a QNP change

If enabled, this option applies when the nucleus is changed on a QNP (quad nucleus)
probe).

3.11.2.6  Total time allocated for tune command (minutes)

This option applies for both the Automation and Routine Spectroscopy. The setting is
only active for the Automatic Shim Program TUNESX, TUNE mytunefile.
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3.12  Solvent\Probe Dependencies

& IconNMR: Configuration — u] X
File Help
= User Settings Solvent/Probe Dependencies
User Manager Enable Shim file Loading
Composite Experiments Probe Type to associate shim files with ‘ o
- Additional Users Copy this shimfile to all entries for this Probe ‘ |& Copy

Originator Items

Use standard shimfiles where available (e.g. Acetic.01) for this probe Use Standard
B Automation
Master Switches o
& | sowent Comment Associated Shim Files  Associated Shim Routine  Associated Lock Routing
= Automation Window X ==
Virtual Parameter Sets Aestic Schlicackid = b -
Tuning/Matching Acetone acetone-d & ~ v
Lock/Shim Options coD6 e & ! @
i | Solvent/Probe Nl
‘ DereTicncs | co2c12 dichlormethane-d2 ) ~ v
- Priority CD3CN acetonitrile-d3 [ ~ v
Temperature Handling CD3CN_SPE LC-SPE Solvent (Acetonitrile) & ~ ~
LC-NMR Options >
¥ CD30D_SPE LC-SPE Solvent (Methanol-d4) [ ~ v
SampleTrack Options =
~ Fail Safe / Error Handling gock SOy = ~ ~
Web Interface CH2CI2 dichloromethan, nen-deuterated [ ~ v
el Lot CH3CN acetonitrile, non-deuterated = w -
AssureNMR ==
CHICN+D20 HPLC Solvent (Acetonitril/D20) = v v
AssureSST
CMC-Verification CH30H methanol, non-deuterated s ~ v
ToolBox Setup CH30H+D20 HPLC Solvent (Methanol/D20) & ¥ i
PCEonyg D20 deuteriumoxide = w -
D20_salt deuteriumoxide with salt [ ~ v
Search .
NEIE]  Controls for the lock -noauto (Auto Lock off) and lock fieldupdate are now accessible (where available®) from ediock in TopSpin. | Edlock

3.12.1 Solvent\Probe Dependencies

3.12.1.1 Enable shim file loading

If enabled, IconNMR will load a standard shim file in Routine Spectroscopy and
Automation modes. The shim files are loaded automatically each time a new sample has
been inserted into the magnet, before the system reaches the lock stage. That way it is
always ensured that the system is in a well defined state for each new operator/sample.
The shim files will be linked to the solvent and the probe being used. This window
consists of a list of file entries (one for each solvent). The file entries apply to the probe
which is shown in the Current Probe Type box.

A shim file, shim routine and a lock routine can be chosen for each solvent. If the shim
and lock routine entry box is empty, then the default lock and shim options are used (see
3.9 Lock/Shimming options).

For further information consult the IconNMR reference manual,
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3.13

Priority

Users may decide to prioritize certain experiments. Such experiments will then be run
before non prioritized experiments. The priority will be based on the time of their
submission. Such experiments will either be run after the current experiment is
completed or when all experiments scheduled on the current holder have been

completed.
1. Click on Priority

&, lconNMR: Configuration
File Help

El - User Settings

- LUser Manager

-+ Composite Experiments
Additional Users

- Qriginator ltems

B Automation

-+ Master Switches

- Automation Window

- Virtual Parameter Sets

-+ Tuning/Matching

B Lock/Shim Options
.. Solvent/Probe

Dependencies

-1 Priority T

- Temperature Handling
LC-NMR Options

- SampleTrack Options

- Fail Safe / Emor Handling

- Web Interface

Opticns

AssureNMR

AssureSST

CMC-Verification

ToolBox Setup

Accounting

Search

o ] X
[0 Randomize Measurement Order
Enable Priority
Strategy
Sample Handling |Wa\t until current sample completed u|
Use "First come first served" model |Never w |
Modes accounted for |N\ght|’Day only - |

Night/Day Mode
P nNight begins at
Perform Night Time Experiments during idle day time

Night Experiment Duration limit (hours:minutes) 0030 =
(determines which night experiments run in idle day time) - e

Night ends at  [07:00

Determine idle case based on total submitted experiment time per sample

During Night Time |Treat all experiments equally v|

Weekend (Treat the following days as night-time)
sun [ mon [ Tue [0 wed [ Thu [ Fri sat

3.13.0.2 Randomize Measurement Order
If enabled, this option chooses samples at random from all the submitted samples. In
BEST-NMR this will be handled on a per well plate/rack fashion. If priority is assigned to
a sample, it will over ride the randomize measurement.

3.13.0.3 Enable Priority

58

If enabled the priority in the order of running the samples can be granted. It is also
possible to assign a day and night time option for various experiments.
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3.13.1  Strategy

3.13.1.1  Priority Sample Handling

1. Click on the arrow next to the Priority Sample Handling window to select the choice
of priority

Walt until current samplle carﬂ;ileted’
Do pricritized experiments asap

Wait until current sample completed

The priority sample is measured after all experiments on the current sample have been
completed.

Do Priority Sample immediately

The priority sample is measured after the current experiment on the current sample is
completed.

3.13.1.2 Use “First come first served Model”

1. Click on the arrow next to the First come first served window.

Never

The sample changer advances to the next highest sample holder, ignoring the time the
sample was submitted.

All the time

IconNMR recognizes the time when the sample was submitted and therefore measures
the sample in the order of submission.

Only at night

This option is the same as the previous one, but only during night time operation.

3.13.1.3 Modes accounted for

1. Click on the arrow next to the Modes accounted for window.
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3.13.2

Priority + Night/Day

The user has full control to use the priority sample handling and Night/Day time option.
Night/Day only

The user has control over Night/Day option only
Priority only

The user can only use the priority sample handling

Night/Day Mode

3.13.2.1

W]  Night begins at "7 Night ends at

The values for begin and end the night time are entered as Military time.

Perform Night time experiments during idle day time

3.13.2.2

If enabled the assigned night time experiments will run during idle day time operation

Night Experiment Duration for Idle Limit

3.13.2.3

This option can be used to allow assigned night time experiments to run during idle day
time on a experiment time limit. This will limit the very long term experiments to be run
during night time only and the shorter assigned night time experiments to be run during
idle day time hours.

Determine idle case based on total submitted exp. time per sample

3.13.2.4

When enabled the idle time is calculated according to the total time of all experiments
submitted on a sample.

During Night Time

60

1. Click on the arrow next to the During Night Time window.
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3.13.3 Weekend (Treat the following days as night-time)

sun [] Mon [ Tue ] wed [ Thu [] Fri Sat

Choose which days of the week should be treated as night time operation.

3.14  Temperature Handling

1. Click on Temperature Handling

& lconNMR: Canfiguration o [m] X
File Help
B User Settings Temperature Handling
User Manager Temperature Handling (On/Off)
[] valid nly for BACS, SampleCase, SamplePro, SampleXpress, Manual Made, LC, MAS and Samplelet
‘Composite Expenments: [Post Insertion available on SixPack and NMR Case]
- Additional Users Abort Acquisition on temperature control failure
- Onginator ltems PRE INSERTION Set/Check
B Automation

Temperature Setting before Sample Insertion

- Master Switches Set & Check Temperature before Sample Inserfon | according to first experiment's TE Parameter
" Automaton Window Pre-Insertion Temperature Set'Check Routine TESET, TEREADY 60 0.1
Virtual Parameter Sets i i
Tuning/Matching POST INSERTION Set/Check
- Lock/Shim Opticns Set & Check Temperature after Sample Insertion
i Soivent/Probe Temperature Setting after Sample Insertion according to first ent’s TE Parameter
. Beneraencies Post-Insertion Temperature Set/Check Routine TESET; TEREADY 60 0.1
Priority
[ h Idie Time Sal/Check
= "' - Set & Check constant Temperature after Automation completes
- SampleTrack Options Constant Temperature Setting after Automation
~ Fail Safe / Error Handling Constant Temperature Set/Check Routine
- Web Interface
Options Save
AssureNMR
AssureSST
CMC-Verfication
ToolBox Setup
Accounting
Search

L J=e

3.14.1 Temperature Handling

3.14.1.1 Temperature Handling (ON/OFF)

This Option is used to set and check the temperature before and after the sample is
inserted. The pre-insertion is valid only for Standard BACS, Manual Mode, LC, MAS and
Sample Track Automation Systems. Post Insertion is available on SixPack and NMR
Case. Define TE as a user specific parameter.
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3.14.2

PRE INSERTION Set/Check

3.142.1

Temperature Setting before Sample Insertion

3.14.2.2

This option is primarily used if samples have to be run at different temperatures. This
would set the probe to a specific temperature, before the sample is inserted. If all
samples in a sample changer run are to be run at the same temperature setting, then

this option is not used and only POST INSERTION should be enabled.

Set & Check Temperature before Sample Insertion

3.14.2.3

rding to first experiment's TE Parameter
205K #{us=er definable constant temperature)

according to experiment’'s TE Parameter
If selected, the temperature value is been taken from the TE parameter
295K # (user definable constant fixed temperature)

if selected, this value can be changed to the desired temperature.

Pre-Insertion Temperature Set/Check Routine

62

ESET,; TEREADY 60 0.1

XaAU my_termperature_au_program #enter your C

TESET, TEREADY 600.1

If selected, TESET sets the temperature while TEREADY takes two arguments: The
first argument defines an equilibrium time which is inserted after the temperature
unit reports that the temperature, with reference to the tolerance, has been reached. The
second parameter determines to what degree of accuracy the program should require
temperature conformance to the desired value. Where multiple experiments are run on a
single sample, the temperature will be updated according to the Post insertion routine. If
the temperature is to be changed between experiments, in cases where the required
temperature does not change the Temperature Set/Check routine will automatically be

skipped.

For VT experiments in Automation it's a good idea to define TE as a user specific param-
eter. That way you can access the TE value quickly from the experiment definition line.

XAU my_temperature_au_program’

If selected, a user defined AU program can be used. The name has to be”

my_temperature_au_program”

10000055108



IconNMR configuration

3.14.3 POST INSERTION Set/Check

3.14.3.1 Set & Check Temperature after Sample Insertion

This option is primary used to make sure the sample has reached the desired
temperature after the sample has been inserted in to the magnet. If all samples have to
be run at the same temperature, then only this option should be enabled.

3.14.3.2 Temperature Setting after Sample Insertion

according to first experiment's TE Parameter
according to each experiment's TE Parameter
205K #i{user definable constant termperature)

according to first experiment’s TE Parameter

If selected, the temperature value is been taken from the TE parameter of the first
experiment.

according to each experiment’'s TE parameter

If selected the temperature value is been taken from the TE parameter of each
experiment.

295K # (user definable constant fixed temperature)

If selected, this value can be changed to the desired temperature.

3.14.3.3 Post Insertion Temperature Set/Check Routine

ESET,; TEREADY G0 0.1
XA my_termperature_au_program #enter your c

TESET; TEREADY 60 0.1

If selected, TESET sets the temperature while TEREADY takes two arguments: The
first argument defines an equilibrium time which is inserted after the temperature
unit reports that the temperature, with reference to the tolerance, has been reached. The
second parameter determines to what degree of accuracy the program should require
temperature conformance to the desired value. Where multiple experiments are run on a
single sample, the temperature will be updated according to the Post insertion routine. If
the temperature is to be changed between experiments, in cases where the required
temperature does not change the Temperature Set/Check routine will automatically be
skipped.

For VT experiments in Automation it's a good idea to define TE as a user specific
parameter. That way you can access the TE value quickly from the experiment definition
line.
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XAU my_temperature_au_program

If selected, a user defined AU program can be used. The name has to
be"my_temperature_au_program”

3.14.3.4 Idle Time Set/Check

If no other experiments are in the queue and the sample is either removed out or stays in
the magnet the temperature maybe reduced. The temperature can be changed by
enabling the Set & Check constant Temperature after Automation completes, This
option should not be used if running multiple experiments with delay between the
measurements on a sample for Kinetics/Inside NMR

3.14.3.5 Constant Temperature Setting after Automation

5}{'#{user-deﬁ.nahl.e-cunﬁt-ant-temperatm]

295K # (user definable constant fixed temperature)

If selected, this value can be changed to the desired temperature.

3.14.3.6 Constant Temperature Set/Check Routine

ESET,; TEREADY 60 0.1
XaAU my_termperature_au_program #enter your C

TESET; TEREADY 60 0.1

If selected, TESET sets the temperature while TEREADY takes two arguments: The
first argument defines an equilibrium time which is inserted after the temperature
unit reports that the temperature, with reference to the tolerance, has been reached. The
second parameter determines to what degree of accuracy the program should require
temperature conformance to the desired value. Where multiple experiments are run on a
single sample, the temperature will be updated according to the Post insertion routine. If
the temperature is to be changed between experiments, in cases where the required
temperature does not change the Temperature Set/Check routine will automatically be
skipped.

For VT experiments in Automation it's a good idea to define TE as a user specific
parameter. That way you can access the TE value quickly from the experiment definition
line.

XAU my_temperature_au_program

If selected, a user defined AU program can be used. The name has to
be"my_temperature_au_program”.
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3.15 LC-NMR Options

1. Click on LC-NMR Options

& IconNMR: Configuration — m} X
File Help
= User Settings LC-NMR Options

- Llser Manager Working Mode |DIRECT stop-flow v‘

- Composite Experiments. Type of PC Software -

- Additi 1L
Honal Lsers Delay before first request to HyStar  [min] |g |

- Originator ltems (To allow termination of chromatography)

E Automation Delay after sample transfer [sec] |SD |
- Master Swiiches

Switch Lock off before peak transfer start
[] Determine P1

P90 Det.: |M |
Allowed deviation of P1 [0.0-1.0]

- Automation Window
- Virtual Parameter Sets

~ Tuning/Matching
- Lock/Shim Options

Solvent/Probe
Dependencies

- Priority

- Temperature Handlin
Towropons ]|
~ SampleTrack Options

- Fall Safe / Emror Handling

- Web Interface

Options
AssureNMR
AssureSST
CMC-Verification
ToolBox Setup
Accounting

Search

| |2 B

Routines in IconNMR are able to perform all tasks for the acquisition of LC-NMR spectra
in full automation without user interaction. This includes preparation like tuning and
matching, shimming and lock and pulse determination as well as the complex actions for
multiple solvent suppression and signal-to-noise controlled acquisition.

To Use this option, refer to the LCNMR manual. The HYSTAR LCNMR software is
required.
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3.16

Sample Track options

66

1. Click on Sample Track Options

fp lconNMR: Configuration
File Help

B User Settings
- User Manager
Composite Experiments
Additional Users
- Qriginator ltems
B Automation
Master Switches
Automation Window
- Virtual Parameter Sets
- Tuning/Matching
[ Lock/Shim Options
Solvent/Probe
Dependencies
Priority
~ Temperature Handling
i

~| SampleTrack Options

Fail Safe / Error Handling
- Web Interface
Options
AssureNMR
AssureSST
CMC-Verification
ToolBox Setup
Accounting

Search

~ Jee

SOAP/File Interface

[ use web Services (SOAP) Network Connection

Instrument Interface URL
Instrument Name
Gilson Autosampler Resource Name

Key

SamTrack communication base directory

Filename for urgent Samples
Driver Options

Copy results as Jcamp Data
Autostop Mode

| http-/flocalhost-1024/soap/ISTIinstrument

[nmR-sPECT

|G\LSON‘I

[Invalia_Key_Use_The_set_Key_Button

|.’ bstsdata/ava0n/

|urgent.oa

Directory fo copy resulting Jcamp Data files to |fjdx.export

JCAMP-DX Data Mode

BSR/TECAN Preparation Time(secs)
{includes shimming time)

|F\DISER (Raw Data) v|

BACS Barcodes have this number of digits

SampleTrack interactive mode

[] samTrack interactive mode on/off

Automatic accept
Base directory for interactive mode

Save Default

Ibstsdata/spect/interactive

Get Key

SampleTRACK is a Laboratory Management System with a standardized interface for
BRUKER spectrometers. It is a software package that provides the link between the

analytical

laboratory, the synthesis

laboratory and the

information processing

department. More importantly, it is the software tool for the laboratory network that
coordinates all automation steps in analytical measurements.

To use this option refer to the Sample Track manual.

10000055108



IconNMR configuration

3.17  Fail Safe / Error Handling
1. Click on Fail Save / Error Handling
Q lconNMR: Configuration =
File Help
= User Settings Fail-Safe Configuration
- User Manager Activate Watchdog timer
Composite Experiments Standard Timeout (valid for lnadsample,atma,lock,shim acquisition) Hours = Minutes
Additional Users Configure TopSpin to respond automatically with
-+ Qriginator ltems "Cancel" to questions which could block automation
= Automation Error Handling
Master Switches Stop the Run on error detection
Patipemmton: Vismdawn On ermrors, send a notification Email fo: I:l
- Ml F'aramfater ek Stop the run when 'AssureSST' System Suitability Test reports specification failure
- Tnwoatcling Show all warnings in 'Remarks’ field
- Lock/Shim Options
. Solvent/Frobe
Dependencies
Priority
-~ Temperature Handling
-~ LC-NMR Options
-~ SampleTrack Qptions
| Fail Safe f Error Handling |
-+ Web Interface
Options
AssureNMR
AssureSST
CMC-Verification
ToolBox Setup
Accounting
Search
—
3.17.1 Fail Save Configuration
3.17.1.1 Activate Watchdog timer
When enabled a timer is started whenever a spectrometer operation is started on the
instrument. If the operation has not responded after this time, IconNMR will assume the
operation will not complete and the run will be terminated and restarted. Measurement
will pick up where it had left off, so for example, if the acquisition was the problem, then
only the acquisition will be restarted.
The acquisition time is taken into consideration and the experiment will only be
terminated if the acquisition time plus the Standard Time out time has expired.
3.17.1.2 Configure TopSpin to respond automatically with “cancel” to questions which

could block automation
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When enabled the auto response such as clicking on the Cancel button.

67



IconNMR configuration

3.17.2  Error Handling

3.17.2.1 Stop the on error detection

after 1 error
[Mever

after 3 errors

This feature available only in Automation mode allows for even more Instrument
supervision. If one of the systems being used in Automation fails completely, for
example the lock, then the complete Automation Run may be stopped automatically.
Optionally you may choose to allow the run to continue (Never),

3.17.2.2 On errors. send a notification E-mail to

A E-mail address can be typed in to the window next to it and the error message is been
sent to that address. Multiple addresses may be separated by a semicolons.

3.17.2.3 Stop the run when ‘AssureSST’ System Suitability Test reports specification
failure

This option applies only on running AssureSST.

3.17.2.4 Show all warnings in ‘Remarks’ field

When enabled, all warnings are displayed in the Preceding Experiments history field in
the Remark section of the Automation set up window.
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3.18 WEB Interface

1. Click on WEB Interface

& lconNMR: Configuration = O X
File Help
= User Settings Web Server Settings
- |Jser Manager Enable Web Interface
Composite Experiments Enable Standard Web Server @
Peldgsamal Loons Accaess Standard Web Server as follows | http:f/document_pc :8015 Browsers & iPad
-~ NNl e http:/idocument_pc_:8015/m Other Mobile Devices
= Automation
[1 Enable S5L Web Server @
Master Switches
Automation Window View Certificate Make Certificate
-~ Virtual Parameter Sets Allow all defined lconNMR Users with standard passwords via https/SSL server
-+ Tuning/Matching Access SSL Web Server as follows https:/fdocument_pc.-8016 Browsers & iPad
- Lock/Shim Options https:/fdocument_pc_:8016/m Other Mobile Devices
i Solvent/Probe i i -
e o e e (s G soanrx O
Ry, Queue Interaction Governs: o
-~ Temperature Handling k i
- LC-NMR Options O Only Experiment Submit v
- SampleTrack Options Web users can view/download spectra Always ~
Eail Safe / Emor Handiin, Individual Users/Passwords for WEB access. To allow standard lconNMR Password checking, enable the box above (3

[ Allow All lcon Users (Don't Check passwords)

Options. Allow 'Queue Interaction'
AssureNMR & | Queue

User ID Password | Confirm Password
AssureSST Interaction

CMC-Verification nmrsu ERRREAAR R

ToolBox Setup
Accounting

Search

T

This option gives the users to access IconNMR through a Web interface and to submit
samples using any desktop-, laptop- or pocket -computers connected to the Net.
IconNMR Automation has to be running on the computer connected to the spectrometer
to access the Web interface.

3.18.1 Web Server Settings

3.18.1.1 Enable Web Interface

When enabled a user may log in to the IconNMR automation using a Web server using
the settings below.

3.18.1.2 Enable Standard Web Server

When enabled, choose a Port Number or use the default one

3.18.1.3 Access Standard Web server as follows

This is the address used in your internet browser. In some cases you may have to use
the network address. Consult with your IT department for the correct address.
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Interface’ as an option. SSL connections to the ICON Web server are encrypted for
security and cannot be easily decoded. Contact your IT department for assistance or

n In cases where a secure Web connection is to be used, choose the ‘Enable SSL Web
refer to the IconNMR Reference manual.

3.18.1.4 Include links for (where available): PDF only on Mobile Devices

Click these items to include up to 3 links in the desktop mode Web Interface. The PDF
link opens the installed viewer for pdf files, JCamp-DX and Zip options will allow for
downloading the respective data file if the user has such automatically generated files.

3.18.1.5 Queue Interaction Governs

This setting may be used to allow all buttons except Submit. This may be useful where
the sample position is remotely reserved at the spectrometer, the Final Submit always
takes place when the sample arrives at the instrument.

3.18.1.6 Web users can view/download spectra

This option allows users to view the processed data in PDF format by double clicking on
the data set name in the history section of the Web interface set up window.

[ever

Only their own spectra

Never

The users will not be able to view their spectra as a PDF file.
Always

All users can view theirs and others spectra as a PDF file.
Only their own spectra

All users can only view their own spectra as a PDF file.

3.18.2 Individual Users/Password for WEB access

3.18.2.1  Allow All Icon Users (Don’t check password)

If enabled all IconNMR users can submit samples through the Web interface. No
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passwords are being checked.

If not enabled individual users can be selected for login to use the IconNMR Web
interface and their Password is being checked.

3.18.2.2 Allow Queue Interaction

When enabled, the users have the options to Add, Submit and Cancel experiments
through the WEB Interface and the buttons are visible in the WEB Interface window.

If disabled, the Add, Submit and Cancel button will not be shown in the WEB Interface
window and the users will have ‘View Only’ permission.

3.18.3 Using the Iconweb

1. Close the Configuration window.

2. Select Automation.

n Using the Web to access IconNMR, the Automation set up window has to be open.

3. Using a Desktop, Laptop, Pocket PC or an | phone, open up the Internet Web
browser.

4. Type the following line in to the Address window.
http://<computer name>:8015/icon

Where <computer name> is the full name of the computer or the IP address on the
network and 8015 is the socket number for the server.

5. Press the Enter key.
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lconNMR on 561adfb7f87f45b: spect - Windows Internet Explorer

| B htio://av300: 8015 =mplate [ %
File Edit View Favorites Tools Help x @ snaglt B!
i Favorites | 53 kD 8ing ) Dogpile Web Search Home P.. Download TightYNC ] Free Hotmail @ | Glossaries ] How to Use Windows XP ] MSN Entertainment - New T. ™
{6 TeonNIMR on 56 1adfbTFETFASD: spect B~ B - ) d - Pager Sefetyr Todse @
& (0 e
= | \J
i + Automation - Running - Busy until : Tue 12:43 - Day Experiments : 00:02 - Night Experiments : 00:00
Instrument Name
561adib7871450:
spect
Please login:
userID [cn1 |
Password |- |
o 2009
Bruker BioSpin
Inttp: /v 300:30 15 template-dagin. him N Local intranet fa v H100% -

5. Enter User Name and Password and press the Login button.

Navigation
I Instrument Stopped
» Help

» Logout

Status Disk Name Nr. Solvent Experiment Par Plot-Title ]
—_— [l & ey Boueued
Logged in as
chi 1 f&-  Equeved C\  Samplel 10 CéD6 C13CPD B4 aviizoopz  [@] o1:06:29 pz
Spscrmomatar Oz & B&> Baueued 0
pzlap: spect
Oz P& Bqueued C\ Samplez 10 cDCI3 PROTON B avii-zcopz  [H] c0:01:54 pz
Oz P& Bgueued C:\ Samplez 11 CDCI3 cosversw B avii-copz  [ME] o0o0:03:59  pz
4
Os
Os
Oz
Os
Oe
- &
[ Submit ] [ Add ] [ Edit ] [ Cancel ] [ Delate
Holder
]
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If the user which started IconNMR Automation is the same user to start the Web inter-
face e.g. nmrsu, then this user is allowed to Start, Hold or Stop the Run and the com-
mands are visible in the Navigation section. No other users will have this possibility.

6. Click on the first Holder.
7. Click on the Add button.

Create / Add Automation Experiment

» Close window

Current Status:

Holder Type Status Disk Name Nr. Solvent Experiment Par Plot-Title Pri Time User

Add Experiment:
Instrument iﬁvll\ 300 ‘

User Name [Chemisti ]

i __ [chemisti@chemlab.com ]
Mail Data/Notify

v

Sample Testl
Plot-Title

Disk CcA V} Select Data Set Names‘AugZZVZDU? Vl
Expno 10 | Data Set Name [Aug22-2007

Experiment | NPROTON 1H experiment 16 scans v Solvent | DMSO dimethylsulfoxide-d6 ~|
Pparameter(s) di:[Defaull | ns; [64] | o1p: [Default | 1¢d: [Default |

Add Experiment 1. | [ Close Window |

8. Select the Experiment, Solvent, Parameters and Title

The List of Experiments, Parameters and User Permissions are set in the User
Manager.

9. Click on the Add Experiment button.
10. If desired additional experiments can be added.
11. Click on the Close Window button.

12. Click on the holder with the new created experiment. For multiple holders use the
shift key.
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G (O e

Navigation

- Instrument Stopped

» Help

» Logout
Holder Type Status Disk Name Nr. Solvent Experiment Par Plot-Title Pri  Time User

—_— O1 & Hé 3 Boueued

tﬁfgs:m - 1 e Bqueued C:\ Samplel 10 C6D6 C13CPD Bl avii1-200 pz [H] 01:06:20 pz

slnl:):r:;ittan 02 & dé- > Bqueued T
Oz Hé Bgueued C:\ Sample2 10 CDCI3  PROTON b AVIII-300 pz (WD 00:01:54 pz
0= Hé Bqueued C:\ Sample2 11 cDCl3  cosyePrsw Bk Avi-300 pz (B 00:03:59 pz
it Im
Oa Pé=  WMavailable C:\ Aug22-2007 10 DMSO  PROTON [l 0 AVIII-300 Chemist1 Sample Test... 00:06:57 chl
Oa
Os
Oe
Oz
Os v
I Submit [\} [ Add ] [ Edit ] [ Cancel ] [ Delate ]
Date Time Holder Name Nr. Exp load ATM Rot lock Shim Acg Proc User Title Remarks

%

13. Click on the Submit button.
14. Click on Logout at the upper left of the Icon Web window.
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3.19 Options (General)

1. Click on Options

& IconMMR: Configuration - O X%
File Help

Bl User Settings P 5
General | Resource File Settings

User Manager =
Title

- Composite Experiments o e
S i Include Originator Information in Title
- Additional Users : R
X Include Experiment/Sample Information in Title
- Qriginator ltems

Take initial title fr i t (Aut tit |
W AT [] Take initial title from parameter set (Automation only)

Data Set
o 5 T z
tomation Window Modify DataSet permissions after processing

- Virtual Parameter Sels B SR IR R R R 2

Master Switches

- Tuning/Matching Passwords

! Solvent/Probe Display

) Dependencies SRR
_n is|
- Priority LB it
- Temperatue Handling Font Size Adjuster

- LC-NMR Options TopSpin
SampleTrack Opticns [] show all TopSpin Warnings
Fail Safe / Error Handling Mail

- _Web Interface SMTP Mail Server  |Smitp.bruker-biespin.com "Erom:" Address | AVII-300@bruker.com
]| Options ‘ l -
- .
AssureNMR
_ e T —

CMC-Verification [ send Mail in HTML
ToolBox Setup PDF Copy Mode (linked to PDF Copy flag in User Manager)
Accounting File naming format |$DATASETNAME.$EXF’NO.pdf

Create PDF file in this directory |

PNG Copy Mode (linked to PNG Copy flag in User Manager)

File naming format V|

Create PNG file in this directory ‘ | 5‘

JDX Copy Mode (linked to JDX Copy flag in User Manager)

Include these data types |Fid or Ser File \.|
JDX Compression Mode: (Also affects JDX DataMail) |D\FFIDUF' v|
File naming format |$DATASETNAME.$EXFNO_de v|
Create JCAMP_DX file in this directory |C:\tmp\|camp7c0py |§ [xi

ZIP Copy Mode (linked to ZIP Copy flag in User Manager)

Include these data types |Fid + Real + Imaginary Spectral Data v|
ZIP Compressicn Mode: (Also affects Zip DataMail) |00mpr355\0ﬂ enabled v|
File naming format |$DATASETNAME.$EXPN 0.zip v|

Create ZIP file in this directory CAtmp\zip_copy ﬁ-
— | |

3.19.1 Title

3.19.1.1 Include Originator Information in Title

When enabled, the Originator information is being added to the title and will appear in
the spectrum plot.

3.19.1.2 Include Experiment/Sample Information in Title

When enabled, the experiment name, solvent, disk drive, user and processing number
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3.19.1.3

are added to the title and will appears in the spectrum plot.

Take initial title from parameter set (Automation only)

3.19.2

When enabled, always have the title initially taken from the parameter set.

Data Set

3.19.2.1

Modify DataSet permissions after processing

3.19.2.2

IconNMR acquires a data set having the permission and ownership according to the
current logged on Workstation user. After processing has completed however, the
permissions and ownership will be changed according to the user who submitted the
experiment and the Umask setting in the User Manager.

Experiment Number Automatic Increment

3.19.3

The increment of the experiment number during a setup can be changed. As default, the
experiment number starts with 10 and increments by one for each additional experiment.
If the same data set name is used on different samples during the set up, the experiment
number increments by 10 to the nearest multiple of 10.

Password

3.19.3.1

Check Password

3.19.4

Use this option to reduce the password checking. Click on the gray box, a list of
password checking possibilities appear.

verywhere

Mowehiere

Sensitive Tasks Cnly

Display

3.194.1

Language

76

In this option English, German Japanese language can be selected to display the text in
IconNMR.
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3.19.4.2 Font Size Adjuster

This option makes a limited adjustment to the font size used in all IconNMR programs.
Changes will be made after a restart of the program. By clicking on the gray box, a list
Fonts possibilities appear.

3.19.5 TopSpin

3.19.5.1 Show all TopSpin warnings

When enabled, all TopSpin warnings such as the “seen” type are displayed. If disabled
the information will still be reported in the TopSpin history file.

3.19.6 Mail

3.19.6.1 SMT Mail Server

Enter the name of your company/institution mail server in to the window provided.
IconNMR will contact the server and attempt to use it for the transmission of all mail. If
unsuccessful TopSpin error will be generated and visible in the TopSpin history file.

3.19.6.2 “From:” Address

Enter a legal E-Mail address.

3.19.6.3  Security Type

For a titer security, choose TLS/SSL when encryption is to be used.
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INcne \

3.19.6.4 Port

This information is available from your IT department.

3.19.6.5 User Name

As required by the SMTP server. If this and the password field is left blank then no
Authentication will be used.

3.19.6.6 Password

As required by the SMTP server. If this and the User Name field is left blank then no
Authentication will be used

3.19.6.7 Send Mail in HTML

Use this to send Mails in HTML format instead of plain text. A default Bruker logo and
separator image is embedded in the mail. IconNMR will try and use image files in the
Home Directory of the user starting TopSpin to allow for flexibility on this point. The files
it looks for are:

IconNMR-Mail-Logo.png and
IconNMR-Mail-Separator.png respectively.

Start IconNMR with the argument ‘info’ from TopSpin to find out what the correct home
directory is.

3.19.7 PDF Copy Mode (linked to PDF Copy flag in User manager)

3.19.7.1 File naming format

A filename can be set for the PDF file. Click on the pull down menu to choose from some
examples.

SDATASETNAME SEXPNO pdf
SDATASETNAME.SEXPNO.SUSER pdf
SDATASETNAME pdf
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3.19.7.2 Create PDF file in this directory

Click on the Browse icon to select a directory where the PDF file will be stored. To clear
the field, click on the X- icon.

This mode applies, when the PDF Copy permission in the User Manager menu is
enabled.

3.19.8 PNG Copy Mode (linked to PNG Copy flag in User manager)

3.19.8.1 File naming format

A filename can be set for the PNG file. Click on the pull down menu to choose from
some examples.

SDATASETNAME.$EXPNO.png
$DATASETNAME $EXPNO $USER png
$DATASETNAME png

3.19.8.2 Create PNG file in this directory

Click on the Browse icon to select a directory where the PNG file will be stored. To clear
the field, click on the X- icon.

This mode applies, when the PNG Copy permission in the User Manager menu is
enabled.

3.19.9 JDX Copy Mode (linked to JDX Copy flag in User manager)

3.19.9.1 Include these data types

There are 4 choices to select from, when clicking on the window next to it This mode
applies when the JDX Copy permission in the User Manager menu is enabled.

Fid or Ser File
Real Spectral Data

Real + Imaginary Spectral Data
Fid + Real + Imaginary Spectral Data

3.19.9.2 JDX Compression Mode (Also affects DataMail)

Defines the compression mode to be used. Clicking on the arrow for a list of settings.
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3.19.9.3

File naming format

3.19.94

There are several Joyce’s to select from, when clicking on the arrow next to the window.
This mode applies, when the JDX Copy permission in the User Manager menu is
enabled.

SDATASETNAME. SEXPNO. jdx

SDATASETNAME.SEXPNO.EUSER. jdx
SDATASETNAME.jdx
SDATASETNAME.SEXPNO.fid.jdx
SDATASETNAME.SEXPNO.SUSER.fid. jdx
SDATASETHAME.SEXPNO.1i.jdx
SDATASETHNAME.SEXPHO. 1ri.jdx
SHOLDER. jdx

SRACKTYPE.SRACKLABEL. jdx

Create JCAMP_DX file in this directory

3.19.10

Click on the Browse icon to select a directory where the JCANMP_DX file will be stored.
To clear the field, click on the X- icon.

This mode applies, when the JDX Copy permission in the User Manager menu is
enabled.

ZIP Copy Mode (linked to ZIP Copy flag in User Manager)

3.19.10.1

Include these data types

80

There are 6 choices to select from, when clicking on the window next to it This mode
applies when the ZIP Copy permission in the User Manager menu is enabled.

Fid er Ser File

Feal Spectral Data

Fid + Real Spectral Data

Fid + Imaginary Spectral Data

Fid + Real + Imaginary Spectral Data

Farameters
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3.19.10.2 ZIP Compression Mode: (Also effects ZIP DataMail)

Defines the compression mode to be used. Clicking on the arrow for a list of settings.

Compression enabled

Compression disabled

3.19.10.3 File naming format

There are several Joyce’s to select from, when clicking on the arrow next to the window.
This mode applies, when the ZIP Copy permission in the User Manager menu is
enabled.

SDATASETNAME.SEXPNO.zZip

SDATASETNAME.SEXPNO.$USER.Zip
SDATASETMAME.zip
EDATASETNAME.SEXPMO.fid.zip
SDATASETMAME.SEXPHO.SUSER.fid.zip
SDATASETHNAME.SEXFPNO.1i.Zip
SDATASETNAME.SEXFNO.1ri.zip
SHOLDER.zZip
SRACKTYPE.SRACKLABEL.zip

3.19.10.4 Create ZIP file in this directory

Click on the Browse icon to select a directory where the ZIP file will be stored. To clear
the field, click on the X- icon.

This mode applies, when the ZIP Copy permission in the User Manager menu is
enabled.
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3.20 Options (Resource File Settings)

Hidden Options from _iconnmrrc.txt are now fully accessible from this Options Resource
File Settings menu. All settings below are for Automation only and does not apply for
Routine Spectroscopy.

3.20.1 Automation

3.20.1.1 Prevent multiple users from submitting experiments for the same sample

This corresponds to the variable:
PREVENT_SAMPLE_EXPERIMENTS_FROM_MULTIPLE_USERS

3.20.1.2 Do not allow another user’s experiment to be copied

This corresponds to the variable:
STOP_COPY_ON_DIFFERENT_USERS

3.20.1.3 Experiment numbers commence at

This corresponds to the variable:
EXPNO_START_VALUE

3.20.1.4 Increment Experiment numbers by this value on the same sample

This corresponds to the variable:
EXPNO_ADD_INCREMENT

3.20.1.5 Enforce ‘User Manager’ IconNMR ‘Exit’ permission for Automation window

This corresponds to the variable:
EXIT_PERMISSION_CHECK_FROM_AUTOMATION_WINDOW

3.20.1.6  Only allow users with ‘Supervisor’ permission to start the run

This corresponds to the variable:
ALLOW_ONLY_SUPERVISOR_RUN_START

3.20.1.7 Permit users without ‘Supervisor’ permission to use standard parameter editor

like eda, edp, ased etc.
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This corresponds to the variable:
ALLOW_EDIT_PARAMETERS_WHEN_NOT_SPERVISOR

3.20.1.8 Optional help menu name and the corresponding http site

e.g. “My Help Menu” “http://www.bruker.com
This corresponds to the variable:
LOCAL_AUTOMATION_HELP

3.20.1.9 Include E-mail Address from Originator items in title

This corresponds to the variable:
SAVE_EMAILADDR_TO_TITLE

3.20.1.10 Keep Easy Setup originator item setting after submit

This corresponds to the variable:
KEEP_EASY_ORIGS_AFTER_SUBMIT

3.20.1.11 *“Start Time” setting only available for Users with Supervisor permission

This corresponds to the variable:
STARTTIME_ONLY_FOR_SUPERVISOR

3.20.1.12 Easy Setup Mode ‘Help’ Text

This corresponds to the variable:
KIOSK_HELP

3.20.2 Domain

3.20.2.1 Use Domain Users

This corresponds to the variable:
DOMAIN_USERS

3.20.2.2 Domain Controller

This corresponds to the variable:
DOMAINCONTROLLER
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3.20.2.3

Show saved domain accounts without actually questioning the domain controller

3.20.3

This corresponds to the variable:

SHOW_SAVED_DOMAIN_USERS

Driver

3.20.3.1

For jdx conversion use this routine

3.20.3.2

This corresponds to the variable:
TOJDX_PROGRAM

Standard Time-out (min.)

3.20.3.3

This corresponds to the variable:
STANDARD_TIMEOUT

ZG Time-out (min.)

3.20.3.4

This corresponds to the variable:
ZG_TIMEOUT

Quick Time-out (min.)

3.20.3.5

This corresponds to the variable:
QUICK TIMEOUT

Create the “last” style log file

3.20.3.6

../prog/logfile/inmrlog.txt

This corresponds to the variable:
LAST_STYLE_ACCOUNTING

Append this additional text (with variables) to ‘Status in Sample Information in

title’ text

84

This corresponds to the variable:

ADDITIONAL_STATUS_VARIABLES
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3.20.3.7 Before lconNMR changes the sample try to reduce the gas flow

This corresponds to the variable:
REDUCE_GASFLOW_AT_SAMPLE_CHANGE

3.20.4 Miscellaneous

3.20.4.1 Guide Site

This corresponds to the variable:
GUIDE_SITE

3.20.4.2 Mark Sample Positions starting at position

This corresponds to the variable:
MARK_NIGHT_HOLDERS_FROM

3.20.4.3 Allow IcoNMR to change file permissions on configuration files/data sets

This corresponds to the variable:
CHANGE_FILE_PERMISSIONS

3.20.4.4 Open new data sets in TopSpin in a new window

This corresponds to the variable:
TOPSPIN_MULTIPLE_DATA_WINDOWS

3.20.4.5 Always issue shimcntl command

This corresponds to the variable:
DO_SHIMCNTL

3.20.4.6  Allow TopSpin’s browser to update itself, keeping track of the data sets which are
chosen for viewing in IconNMR’s preceding experiment list

This corresponds to the variable:
TOPSPIN_SCOLLTOCURDATA

3.20.4.7 Check for the least one valid BEST-NMR method per sample

This corresponds to the variable:
CHECK_FOR1VALIDMETHOD
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3.20.4.8 Copy Inmracct.full here on Automation close

This corresponds to the variable:
INMRACCT_COPY_DIR

3.21 AssureNMR

1. Click on AssureNMR.

& IconNMR: Configuration — m] x
File Help

B User Settings AssureNMR  Assay Setup
- User Manager

- Composite Experiments [ Activate AssureNMR Automation

-+ Additional Users Restore all Assure settings to Factory Defaults
Originator ltems
B Automation

assure shim based on NMR reference peak

- Master Switches Activate Single Peak Lineshape Check (DSS, TSP, TMS atc) at 0 ppm

- Automation Window Peak test cutoff frequency 125 Hz
- Virtual Parameter Sets
TG MaCing Quantification Sample Setup
[ Lock/Shim Options

| Solvent/Probe
Dependencies Always perform Quantification Calibration after System Suitability Tests

- Priority
Temperature Handling
LC-MMR Opticns
- SampleTrack Options
- Fail Safe / Emor Handling
- Web Interface
Options.
I AssureNMR
AssureSST
CMC-Verification

Perform Quantification Calibration

Sample Position Sample Solvent Experiment Analysi:

ToolBox Setup < >

Accounting Insert Remove

Search

 Jes

AssureNMR is the suite of tools for analyzing spectra. AssureNMR automation simplifies
data acquisition and analysis using parameter sets and analysis methods customized for
the material of interest, from purified raw materials to natural products to biofluids.

For detailed information how to use AssureNMR consult the AssureNMR, Software and
System Suitability Test, User Manual.

3.22 AssureSST

1. Click on AssureSST.
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% leanMMR: Confiquration - (8] *
File Help

= User Seltings System Suitability Test [S5T) 55T Standard Tests 55T User Tests
= User Manager

- Composits Expedmants
¥ [CJ Enable System Suitability Test (Requires ASSURE-55T License)
= Additional Users

 Originator items Perform test every: 15| day(s) at these times: (hhomm hhimm,...)  06:00 5T User | nmirsy "

- Autornation system Suitability Log Directary = HopspIn-DOCUMENT_POVS Test B
— Mister Swilchis

System Suitability Test

Load/Save shim set before/after first test
= Automation Wingow

b virtual Paraméter Sets Slop e Qest after any fadure (mplies no reports from other test samples < see Configuration-» Error Haneling for more options)
— Tuning/Matching Force S5T run on first automation lagin
T Lock/Shim Qptisns Repart Cptions

| sctventiProbe

Print the report (Suitable Adobe Reader installed) | Paper Size | A4 (=) Letter
Depandancias

~ Pricity Company/instilulion
= Temperature Handling Systam 1D

1 LE-NMR Cgptions

— SamploTrack Cplions

= Fail Safe / Emor Hangling
© Web Interfaca

Ot

AssurehMR

CME - Verification

ToolBox Setup

Accounting

Search

| |m e

AssureNMR has two modules: AssureSST (System Suitability Test) and AssureNMR.
The SST module is designed to monitor and maintain instrument performance. SST runs
a set of user-selected tests, compares the results to user-defined specifications, and
generates a dated summary report.

For detailed information how to use AssureNMR consult the AssureNMR, Software and
System Suitability Test, User Manual.

3.23 CMC-Verification

1. Click on CMC-Verification.

% leanMMR: Confiquration - (8] *
File Help
= Usis Seltings SmanDriveMMR
= User Manager "
L] smartDrivernr
* Composte Experments
Depending on a vesification analysis by thi CME-assist algorithm fther messuements and inlerpeatations might be tiggered
— Additionad Usiss
= Originator tems =z
S AUtORRANIH Desined Confidence kevel (Defaull) " 4 * 3
[~ Moslor Switchos Default maxirmurn instrument fime por sample (e min) | 00:30
= Automation Wingdow
© Vitual Parameter Sets Set CMC_PROTOM as defaull experiment
— Tuning/Matching 5et CMC
=+ Lock/Shim Options
| FastLaneNMR
| SeiventProbe
Depandancies ] FastLanenpiR
— Pricuity An automatic structure vesification via the CMG-assist algoithm i execulid aftes messarmment
|- Temperature Handling FastLane mdevant experiments— *H only CMC_PROT: . WET
| =N ptne Composites: FASTLANI E H 90
ASTLANE LANE_;
— SamplaTrack Oplions
‘- Fail Safe / Emor Hangling FASTLANE_HSQC_HMBC, FASTLANE_HSGC_13C_HMBG
Mail repart
© Web Interface
) Print report (1 page)
Options
AssureliMR General Options
ASEUrESS T Fath to quantfication reference spectrum 5
CMC- Verification |
ToolBox Setup
Accounting
Search

| ‘oo
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SmartDriveNMR

Depending on a verification analysis by the CMC-assist algorithm, further
measurements and interpretations may be triggered. Get the most out of your instrument
by allowing it to decide what to measure. The ideal combination of NMR experiments for
the verification task is identified and carried out. It is decided on the-fly if further
experiments can improve significantly the verification confidence while complying with
the user's demands concerning allocatable spectrometer time and confidence.

The relevant inputs are intuitive and NMR independent - only relating to the structure
verification task Desired verification confidence, Maximum measurement time,
Molecular structure and Solvent.

For more information consult your CMC documentation.

Fast Lane NMR- a member of the CMCTM Product family -now provides the user with
additional post processing information for 1D 1H spectra. Fast Lane NMR delivers
meaningful integration regions, multiplet interpretation, consistency evaluation, signal
assignments, and quantification results. Fast Lane NMR can be activated via a check
box within lconnmr's Master Switches. To benefit fully from Fast Lane NMR the user
needs to:

*  Set a reference spectrum for quantification via the ERETIC dialog within Topspin's
integration mode and indicate this spectrum within Iconnmr's Master Switches.

e Select the Experiment "CMCQ_PROTON" within Iconnmr's Automation.

e Add the .mol file to the dataset within lconnmr's Automation either via drawing or
browsing.

It seamlessly works with the CMC-assist - a newly designed Graphical User Interface
which enables the user to view and edit the Fast Lane NMR results in avery convenient
way. Please note that Fast Lane NMR requires the same license as CMC-assist.

For further information please contact cmc_service@bruker.ch or
nmr-support@bruker.com.

3.24  ToolBox Setup

1. Click on ToolBox Setup

88 10000055108



IconNMR configuration

& lconNMR: Configuration 7% O X
File Help
= User Settings Execute experiments in their order of selection

- User Manager 0 Launch ToolBox in Un-Locked state

- Composite Experiments {also deactivates lock password check)

- Additional Users

- Originator ltems

= Automation

- Master Switches

- Automation Window

- Wirtual Parameter Sets
- Tuning/Matching

F Lock/Shim Options

! Solvent/Probe

Dependencies
- Priority
- Temperature Handling
- LC-NMR Options
- SampleTrack Options
- Fail Safe / Eror Handling
- Web Interface
Options
AssureNMR
AssuresSsT

[ TooiBox Setup |
Accounting

Search

| el

The IconNMR Toolbox is a user-configurative graphical interface providing a experiment
oriented template setup which interfaces seamless with IconNMR’s Automation front-
end. See the IconNMR Reference manual for more information.The operators can
quickly grasp a complex system whereby the details of how it all works are neatly tidied
up and where necessary concealed. This is indeed possible without having to adapt
standard Bruker AU macros or parameter sets.
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3.25 IconNMR Accounting
1. Click on Accounting
& IconNMR: Configuration = m} *
File Help
= User Settings File ~  Report o
- Lser Manager
O TDESIle EXDe LS Accounting for:
- Additional Users O liser
- Qriginator ltems
= Automation © Hrotp
R — @® Originator Email Address v |br
- Automation Window Accounting mode | per Experiment ~
- Virtual Parameter Sets from to
-~ Tuning/Matching Accounting Period |01]01]2000| [12]21]2018]
- Lock/Shim Options M D Y MD Y
_____ Solvent/Probe N 25
Dependencies Unit Price per hour (day)
- Priority Unit Price per hour (night) 19:00 - 07:00 15
- Temperature Handling Unit Price per 1 GByte disk space 10
- LC-NMR Options Currency EUR "
- SampleTrack Options : :
- Fail Safe / Eror Handling List the experiments
- \Web Interface [ List originator ltems
Swre Show Report as  [file.tm |
AssureNMR = i
AssureSST Remove entries before this date Ijj:l REMOVE
CMC-Verification from accounting file M D ¥
ToolBox Setup
|| Accounting ” START
Search
| | @&
The Accounting Manager gathers the information required to calculate prices for
spectrometer usage from an accounting file. Each time an experiment is executed under
control of IconNMR, the standard accounting file:
TOPSPINHOME/conf/instr/<instrument name>/inmrusers/Inmracct.brief
is updated.
At start up time the accounting program collects and sorts all user information stored in
this file. Depending on its size (which can grow significantly during e.g. a month’s
period), you will have to wait some time until the dialog box similar to the one shown in
Figure 4.124 appears.
3.25.0.9 The File menu

90

The following commands are available:
Open accounting file

By default, Inmracct.brief is the standard file responsible for all accounting information.
However, the accounting information search can also be performed on other files with
the extension.brief. The open command will display all files of this type stored in the

10000055108



IconNMR configuration

directory TOPSPINHOME/conf/instr/<instrument name>/ inmrusers/. Select the one you
wish to use for accounting. Its name will be displayed in the header bar of the dialog box.
After you have chosen a new file the accounting information is collected and sorted.

Save parameters

Saves the accounting file.

3.25.0.10 The Report menu

The following commands are available:
Display on screen

Re-display the report generated via the Start button.
Print

Print the report generated via the Start button on the current printer.
Save as

Store the report generated via the Start button in the specified file. If the file name does
not begin with a “/“character, the report will be stored in the login user’s home directory.

3.25.1 The Accounting for

In this box, you enter the users or the department etc. for which you want to generate an
accounting report. The accounting mode is also selectable.

3.25.1.1 User

Enabling the User button will instruct the accounting software to generate a report for the
user which you may select from a list. Click on the down arrow button to the right of the
User button to display the list. This list is determined at startup time from the standard
accounting file, or from the file you have chosen via the Open command in the File
menu. The special list entry All will compile a report for all users present in the list.

3.25.1.2 Group

The Group button is similar to the previous User item, however, accounting is performed
for the specified group. The special list entry All will compile a report for all groups
present in the list.

3.25.1.3 Originator

Enabling the Originator button provides the most flexible accounting method in the per
Experiment mode. Click on the down arrow button to get the list of originator items
displayed that you have set up with the Originator Template Editor, and select one of
them (e.g. Department). Enter the suitable accounting criterion into the field to the right
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of it (e.g. a department identifier).
Example 1:

Assume you have selected the accounting type Department. The item Department is
member of the list because you have defined it as originator item with the Originator
Template Editor. Assume further that in your organization departments are identified by
numbers. In order to generate the accounting report for the department 8009, enter this
number as the accounting criterion. As a result you will get the total sum of spectrometer
usage for all users belonging to this department.

Example 2:

Assume you have selected the accounting type E-mail Address. The item E-mail
Address is member of the list because you have defined it as originator item with the
Originator Template Editor. Assume further your E-mail addresses have the general form
user@organisation.country. In order to generate the accounting report for all users
belonging to organization, enter the text @organization as the accounting criterion.
Accounting would then be performed for all users of organization, also for different coun-
try extensions. This example indicates that the accounting program applies a slightly
different identification method to alphanumeric text as compared to plain numbers: In the
first case substring matching is employed, while numbers must be matched exactly.

3.25.1.4 Accounting Mode

Setting the per Experiment mode will instruct the accounting software to account the
time between the start and end of an experiment. Setting the mode per Login will instruct
the accounting software to compute the accounting information based on the time
between Login and Logout.

3.25.1.5 The Accounting Period and Unit Prices

Fill in the date of the first and last day of the accounting period (the sequence is month,
day, year). If you want to charge night time rates specify the start and end time. Other-
wise set the time of night start and end to 0O, in this case the accounting program requires
less calculation time. Then fill in unit prices that you intend to charge to the spectrometer
users: A unit price per hour of spectrometer usage and a unit price per megabyte disk
storage consumed during the accounting period. The total is calculated according to
number of hours of spectrometer usage (day) * unit price per hour (day) + number of
hours of spectrometer usage (night) * unit price per hour (night) + number of Megabytes
consumed * unit price per Mbyte If you don’t want to charge for the disk space, set the
unit price per MByte to 0. You can also enter a currency. The program will append it to all
prices printed in the report, but will not perform any calculations with it. You can select
the currency from a list. If you don't find that of your country, you may add it to the file C:/
prog/<version>/curdir/<user>/.currency Next time you enter the accounting software,
your own currency will be included in the list. You may also delete unwanted items from
this file.

3.25.1.6 List the experiments

When enabled, the report lists how many time experiments have been run and also will
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include the incomplete experiments.

3.25.1.7 The Start button

The program will start accounting according to the parameters you have defined during
the previous steps, and display the report. Figure 4.124 shows a typical report including
the performed experiments. The number close to each experiment name indicates the
number of times this type of experiment was executed during the accounting period. The
report also lists incomplete experiments which have been started but were interrupted
either by the operator or because of an error situation. Failed experiments are not
included in the price calculation.

B file.tmp - Notepad |Z||E]|'g|
File Edit Format “iew Help

Temporary location in: C:/DOCUME~L/pz/LOCALS-1,/Temp,/File.tmp
Aaccounting File: C:/Bruker /Topspin3.0.b.22/confAnstr/spect/Anmrusers,/Inmracct. brief

Accounting_ mode: per Experiment
TemEDrary Tocation in: C:/DOCUME~L/pz/L0CALS~1 TempFi1a. tmp
weekend

User: chl

Accournting Period: from 01/01/2010 to 12,/31,/2010
spectrometer time Cday): 0 min

Spectrometer time Cn1ght) 0 h 5 min

Disk space total: 0.1% mbyte

Unit Price per hour (day): 25 US §

Unit Price per hour (nightl): 15 Us §

Might time: from 10:11 to 15:00

unit price per 1 mByte disk space: 10 us §

number of experiments: 2
List of experiments:
1 x M ©C13CPD32 €13 exp. comp. pulse dec. 32 scans
1 x M PROTOM 1H experiment 16 scans
please note: Incomplete experiments:
1 x M PROTOM 1H experiment 16 scans
1 % PROTON

Item price time:) 1.30 uUs §
Item price disk: 1.88 Us §
Total price: 3.18 uUs %

[
Ii(l

4
S
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4 Routine Spectroscopy

4.1 Starting the Routine Spectroscopy window

Routine Spectroscopy is designed to help users perform NMR experiments by following
a step by step menu.

1. Type Icon inside the TopSpin command line and hit Enter.

 JconNMR: spect

File  Help
l' B R
. .‘!L_ § =
Routine . e | b
Spectroscopy =5 Automation Toolhox | Eonliquratinnl
. ) - ) - |
Routine Automation ToolBox Configuration
Spectroscopy

2. Select Routine Spectroscopy.

n Alternatively, you can also type IconNMR on the TopSpin command line.

3. Enter the User password.

4. Hit Enter.
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Set So iment

Status

5. Click on the Inject/Eject button.

4 ICON-NMR: Routine Spectroscopy

Parameters Help

123
i I? Inject/Eject

Commanct 1
[ Lack Off Command. . Stand By
| Rotation Off Cmd..... Stand By
| [Ejlect Commmand..... Stand By

| [1jlect comma

Stand By |
Commands

Manual | Sample Changer |

l EXIT ] lEject + Terminatel

Insert New Sample
: Same with
Use Same [ Continue Lack/Shim

| Start Insert Routines

6. Click on the Insert New Sample button.

The sample lift air is turning on and the Insert Sample window appears.
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E Inject/Eject

i J Please Insert wour new sample on top of the magnet when the lift is on,

Click here when Finished

7. Insert the sample on the top of the magnet.

8. Click on the OK button inside the Inject/Eject window.

& |CON-NMR: Routine Spectroscopy

Parameters  Help

Filename

Disk: !C:\ ||
Name:iRoutime_sample !!
Mo.: 10

Mail DataMotify to EE@
Instrument: W‘
Customer ’m‘mosm
l OK ] [ Cancel ] [ ContirLe ]

Exit without change

9. Type a file name into the Name window or select one of the predefined file names, by
clicking on the down arrow button.

the experiment number, e.g. 10, of the current data set name already exists, a Data Set
Report window appears which gives the option to overwrite the existing data set or to
increment the experiment number to the next available one.

n The user may be requested to select a Disk Unit or to fill in the originator information. If

10. Click on the Continue button inside the IconNMR: Routine Spectroscopy window.
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& |CON-NMR: Routine Spectroscopy

Parameters  Help

o
. .) Rﬂ Set Solvent/Experiment

Salvent 1N0t Defined ||

Experiment |NDt Defined ||

| @
Commands
Canicel

| Status Line

11. Click on the arrow next to the Solvent window.

12. Select the solvent e.g.CDCI3 by clicking on it.

13. Click on the arrow next to the Experiment window.
14. Select the experiment e.g. PROTON by clicking on it.

15. Click on the note pad icon next to the title window.

Instrument A4I1-300 ks
Customer Bruker Biospin Corporation
Brucing v

Set Plot Title

16. Enter a title and click on the Set Plot Title inside the title window.
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M [CON-NMR: Routine Spectroscopy.

Parameters Help

.') @ Set Solvent/Experiment
L

Sohvert |CDCI3 |1

Experiment |PROTON |‘

Mail DataMaotifylnstrument AVII-Customer Bruker B

Cormands

[oe W W e

| OK & Jurmp to Start

At this time it is possible to change parameters by clicking on
Parameters. Depending on the user’s permission, the access to all parameters may be
granted or only for user specific parameters (see the figure below).

Edit all Acquisition Parameters [eda]
Edit Processing Parameters [edp]
Pertingnt Acquisition Parameter Editor  [ased]
Show Approx Experiment Time [Enpt]
User Specific Commands »

Help On Parameters
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& |CON-NMR: Routine Spectroscopy

Parameters  Help

|

| |

Salvent iCDcla ||

Experiment  |PROTOM ||

}Ma\l DiataMotifylnstrument AYI-Customer Bruker B

Commands

e B = N o |

&

| OK & Jump to Start

17. Click on the Continue button inside IconNMR: Routine Spectroscopy window.

18. Click on the Status button to check the information status of the current sample.

M [CON-NMR: Routine Spectroscopy.

Parameters Help

Inject/Eject

¥

Status

Name

N,

Probe

Solvent

Experiment |F']

Disk

User pZ

Title Defined

19. Click on the Status button to return to the Routine Spectroscopy flow chart.
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% |CON-NMR: Routine Spectroscopy

Parameters Help

NEEE] i
EII?_

Inject/Eject

¥

4
Filename

Set Solvent/Experiment

2

— ]

START

Status

20. Click on Start button.

At this point an Online Control window and the acquisition status icons appear on the
screen.

¥ JCON-NMR: Routine Spectroscopy

Farameters  Help

e
E Acquisition In Progress

Current Experiment Info

. Mame: Routine_sarmple |
Mot 10
Time Remaining: Appears here
Current Expt [ PROTON

1H experiment 16 scans

Cornmands
Controls Halt

Stop
| Status Ling
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102

Online Control function keys:
FID
display the acquisition window (active after the acquisition has started)
Lock
view the lock window
Spectrum
view the spectrum
Halt
stop the acquisition after the next scan is completed then start the processing
Autoplot
plot data or additional expansions
Continue
to exit back to the ICON-NMR/Routine window
Stop
stop all processes and do not continue
Search

open the Portfolio Editor

21. Click on the Continue button inside the Online Control function window after all
processing status icons stop flashing.

10000055108



Routine Spectroscopy

¥ JCON-NMR: Routine Spectroscopy

Parameters  Help
123
1] I? Inject/Eject

Commands

Lock Off Command... Stand By
Fotation Off Crmd.. .. Stand By
[Ejlect Carmmand. ... Stand By
[Ijlect Command....... Stand By
Commands

tanual | Sample Changer |

l EXIT HEject+Terminatel

Inzert New Sample
; Sarne with
Lse Same / Continue Lack/Zhim

Uses same sarmple repeating Lock and Shirm

22. Choose one of the options:
EXIT

Exit without change.
Eject + Terminate

Ejects the sample and logs out the user.
Insert New Sample

A window to change the sample will appear and a new file name, solvent and
experiment can be selected. The current user stays logged in.

Use Same / Continue

The sample stays in the magnet, (locked and shimmed) and a new experiment can be
selected.

Same with Lock/Shim

Use the same sample, repeating Lock and Shim.

23. Click on the Exit button inside IconNMR: Routine Spectroscopy window.

27. Click on File and select Exit.
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5 Automation

5.1 Starting the Automation Setup window

also be used in manual sample change operation allowing greater flexibility than the

n Automation is designed to run experiments using a variety of sample changers and can
Routine Spectroscopy (Chapter. 4).

1. In the TopSpin Menu bar click on the Acquire tab.

|;',| Start Process Analyse Publish View  Manage @

2. Click on the down arrow inside the More button.

IconhMR mutomalion {icona)

Setup Selective 1D Expts.

TopSolids

TopGuide (topguide)

One-Click Experiments

Shape Tool (stdisp)

APSY (apsy)

NMR Thermometer (nmrtemp)

3. Select IconNMR Automation

n Alternatively, you can also type icona on the TopSpin command line.

4. Enter the User password.
5. Hit Enter.
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5.1.1

| & teonhiMR: Auromation May!T-2016-1418-nmesu o x
File Fun Molder View Find Porameters Options Took Help

| % stan w B
| Experiment Table

Holder Troe Status Hame No. Solvent Expériment it Lyl Par Title/Ong Time ; Start Tume | &
e I [eee

b2 T

P 3 1] )
e s | wew

L ] LT
|
I{b & ] (L)

P 7 I [e=sl
LA | [wee
| « »
| Submia Cancel Edn Delete a1 Copy |1 a’m»g User
| Preceding Expeviments

*  Date Hadder Mame Ho. Experiment Laad ATM Rat.. Lock Shim Argy Proe User Disk Tile/Ovig Remark:
|

< >
| Sesren Preceding | < Semparon Bayis tost o000 | Hgre 0000 | vaee nve

Sample preparation

5111

The following setup examples are simple exercises to demonstrate the different

acquisition methods in lconNMR using 4 samples.

Samples

5.2

30 mg Cholesterylacetate in 0.6 ml CDCI3

30 mg Carvone in 0.6 ml Acetone-d6

30 mg Strychnine in 0.6 ml CDCI3

0.1% Ethylbenzene in CDCI3 (Standard Sample)

Experiment Setup

5.2.1

Set up of one single experiment

106

1. Double click on Holder 1

2. Click inside the Name window and change the name to Samplel
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The experiment number automatically increments to the next available number if a data
set already exists with that name and experiment number.

3. Click on the down arrow next to the Solvent window and select CDCI3.

4. Click on the down arrow next to the Experiment window and select PROTON.

| & teonhiMR: Auromation May!T-2016-1418-nmesu D X
File Run Molder View Find Pameters Options Tooks Help
| 8% san 9| B8
| Expeviment Table
Holder Trpe Status Hame No. Sobvent Experiment Ll Par Title/Ong Time User Start Time &
- fé- oo
i [ome Sampiel v o oz oo |HPROTON ~ | o un = @ sy e
e 2 U [T
HLE] I [eee
LR ] L)
[ 1 ] [T1)
[N U sow
| ¢ - »
| Submia Cancel Edn Delete B |1 Copy ‘1 a’mwmﬂ

| Preceding Experiments

* Date Hadder Mame Ho. Experiment Lead ATM Mot Lok Shim  Ara  Proc  User Dk Taleidrig Remarks
I

< >

| Searcn Preceding | = “]\. Samcignn | Bayuet Nosstsl | Dap 0000 Mgt 0000 e ey

Depending on the user’s permissions, parameters of the experiment can be changed
using the following options.

5.2.1.1 Change all parameters

5. In the IconNMR menu bar, click on Parameters and choose any of the options shown
in the figure below.

Edit all Acquisition Parameters

Edit Processing Parameters

Pertinent Acquisition Parameter Editor
User Specific Cammands r

6. Select e.g. Edit all Acquisition Parameters.

7. Change any of the parameters in the TopSpin AcquPars window shown in the figure
below.
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Pl sample1 10 1 C:BrukersTopSpin3.0.b.225proghc urdirichanger\inmrchanger\ar01-2010-1535-ch 131 idatak. \nmr

R ¥ | c|[Returntoicanh. | > | & | Probe: 5 mm DUL 13C-1H/D Z-GRD Z111650/0002

chamiciny | | &
PULPROG 7930 ‘E] Pulse program for acquisition
TD 65536 Time domain size
SWH [Hz, ppm] 6188 12 20618 | sweep width
AQ [sec] 5.2953587 Acquisition time
RG 4 Receiver gain
DW [usec] 80.800 Dwell time
DE [usec] 6.50 Pre-scan-delay
D1 [sec] 1.00000000 Relaxation delay; 1-5 * T1
DS 2 Number of dummy scans
NS 16 Scans to execute
(+) Channel f1
O1 [Hz, ppm] 1853.43 !6_1 75 Frequency of ch. 1
SFO1 [MHz] 300.1318534 Freguency of ch. 1
HUC1 1H Mucleus for channel 1
P1 [Msec] 10.50 F1 channel - 90 degree high power pulse
PLW1 [W, dB] 22 654 |-13,55 F1 channel - power level for pulse (default)

8. Click on the Return to lconNMR button to return to the Automation set up window.

5.2.1.2 Edit User specific parameters

"I'II |'|I \3:3

9. Click on the Edit specific parameters button.

108

D1 1{[sec]
PLS 120
TE 3000
o1 1853.43|[Hz] Transmitter frequency offset
O1P 6.175|[ppm]
o2 1853.43|Hz
o2P 6.175|[ppm]
DS 2
NS 16
OK
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Any of the displayed parameters can be changed. If done so, the icon of the Edit
specific parameters button will change as illustrated in the picture below.

5.2.13 Control Locking Shimming and ATM

10. Click on the Control Locking, Schimming and ATM button to change any options in
the figure below.

Lock/Shim Settings

Lock Program | LOCK v

Shim Program | TOPSHIM; v]

ATM Controls

'H Channel

TuningMatching T ves | (Mo |] after a solvent change

?u?u@ﬁtdﬁng E-‘J Yes @ Mo u after a solvent change

oK

11. Click on the OK button inside the Lock.Schim Settings window, when done

5214 Toggle Printing

T

*i? nn‘ ._|IIII'III :;'_..l;
5. -0E

12. Select the printer icon for printing the spectrum or select the green tree icon for no
print.

i
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5.2.15 Setting the Title

|- BEE

13. Click on the Set a title button.

14. Type a title e.g. Cholesterylacetate

Cholesteryiacetatd
i3

Set Title Set & Copy Title

15. Click on the Set Title button inside the Title window.
16. Click on the first line of Holder 1

Submit Cancel Edit Delete Add 1 Copy 1

17. Click on the Submit button.

submitted. Proceed to paragraph 5.4 Sample run to start the automation in this

n The user may be requested to fill in the originator information before the sample can be
chapter.

5.2.2 Set up of two single experiments

1. Follow steps 1 through 17 in paragraph 5.2.1 Setup of one single experiment.

ey

Submit Cancel Edit Delete Add 1 Copy

2. Click on the Add button.
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displayed in the window next to the Add button. A new line opens up containing the
same information for the Disk, Name, Solvent and Orig/Title. The Exp No is
incrementing by 1.

n To add one experiment, regardless if it is a single or composite one, a “1” should be

3. Click on the small button to the right of the Experiment window and select C13CPD32.
4. Click on Holder 1

| & teonhMi: Automation May!7-2016-1418-nemesu D x
File Run Holdes View Find Parsmeters Options Tools Help

| % sun W B
| Experiment Table
Molder  Type  Ststus Name No. Soment Experiment P Par Titierng Time: User Start Teme | &
-1 Hé- zjwow
i [omw Sampie1 v o ooz eniew |HPROTON ~ | o an | B | crolestentscetate sy e
! fé- [waw Samplel vlnm loay  aiow [nomeor v | g nu = | B crowsentsceste neeu e
e NI
b3 ] (1)
LI ] (11)
Ty 1l masl |
| < ¥
| Submia Cancel Edn Delete B |1 Copy ‘1 r‘w(hnﬂ User
| Preceding Expesiments
* Date Helder  Mame Ho.  Experiment Load ATM Mot loce Snim  Ara  Proc  User Disk  TaieOrig Remarics
|
< »
Search Preceding =% “]\. Sampunorens | Bayeest hojcosl | Dae 0000 | tgre 0090 | vaee
A -
Submit Cancel Edit Delete Add 1 Copy 1
- -

5. Click on the Submit button.

ready to run and the experiment time of each experiment is calculated. Proceed to

n The Status traffic lights of the two experiments change to yellow to indicate the holder is
Paragraph 5.4 Sample run to start the automation.

5.2.3 Set up of a composite experiment

1. Double click on Holder 1.

2. Click inside the Name window and change the name to Samplel.
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112

The experiment number automatically increments to the next available number if a data
set already exists with that name and experiment number.

3. Click on the down arrow next to the Solvent window and select CDCI3.

4. Click on the down arrow next to the Experiment window and select COSYGPSW

| & teonhiMR: Auromation May!T-2016-1418-nmesu D XT
File Rum Holder View Find Parameters Options Tools Help

| 8% san 9| B8
| Experiment Table

Holder Tpe  Status Name No. Sohent Experimen t Pl Par Titie/Ong Time User Start Tme A

-1 §ée- zloae

i [omw Sampie1 wlw oz e [HeRoTON ~ | o un = | B |crotestergacenate sy e
x L=

| [T T samplel winm Ml awew [coomerw o e nn = | B |cromstensscetste 00 nenu a5
| Sy F2 sampien T T ] v

[ U acs
e 3 1] (X1
L I T T

b5 1l eze
|(
||| subema Cameel B Delete a1 || coy " ) ?w(lungc!b«
| Preceding Experiments

- Date Helder Hame No.  Dxperiment Load AIM Rt Lok Shim  Aca  Froc  User Disk  TweOng  Remar ke

< »
| Searcn Preceding | = “]\. Sampanoes | Buyurte Ho ot oo00 | vegee 0000 | vaee

A letter C will be displayed to mark the COSYGPSW to be composite experiment. A
composite experiment contains two or more single experiments. In this case, the
COSYGPSW is a 2D Homonuclear Correlation experiment which needs a PROTON
experiment to optimize the parameters. The PROTON experiment is automatically
entered into the present holder.

5. Select and highlight the PROTON experiment.

1. - BBE

6. Click on the Set a title button.

7. Type aftitle e.g. Cholesterylacetate
8. Click on the Set & Copy Title button inside the Title window.
9. Click on the first line of Holder 1.

Submit Cancel Edit Delete Add 1 Copy 1

10. Click on the Submit button.
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The user may be requested to select a Disk Unit or to fill in the originator information

before the sample can be submitted.

n The Status traffic lights of the two experiments are changing to yellow to indicate the
experiments are in the queue and the experiment time of each experiment is calculated.
Proceed to 5.4 Sample run to start the automation.

52.4 Set up of two composite experiments

1. Follow steps 1 through 9 in 5.2.3 Setup of a composite experiment.

-

Submit Cancel Edit Delete Add 1 Copy

2. Click on the Add button.

be displayed in the window next to the Add button. A new line opens up which contains
the same information for the Disk, Name, Solvent and Orig/Title. The Exp No is
incrementing by 1.

n To add one experiment, regardless if it is a single or composite experiment, a “1” should

3. Click on the small button to the right of the Experiment window and select
HSQCEDETGP.

letter C. It is a 2D Hetero inverse correlation experiment which needs a Proton 1D-prep-
aration experiments to optimize the 2D parameters in F2. Since the PROTON

n HSQCEDETGP is a composite experiment like COSYGPSW and is marked with the
experiment already exists, it will use this experiment to optimize the 2D parameters.

4. Click on the first line of Holder 1.
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| Experiment Table
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i [omw Sampie1 v " |coos e |WeRoTON ~ | o nn | B | crolestentscetate sy e
| fé- [waw Samplet wln Mleoas  aiew |coosemw | un = | B crowsmentsceste 0 penu Pse
| iy F2 | Samplet wlo =0 e v
" ‘m| - o =
1 h("f-‘ eane Samplel :‘ 12 oz chio ~ |C HSQCEDETGP - | ¥ | & Cholesterylacetate sy 2)s5e
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| - m ~r
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Submit Cancel Edit Delete Add 1 Copy 1
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5. Click on the Submit button.

is ready to run and the experiment time of each experiment is calculated. To start the

n The Status traffic lights of the four experiments change to yellow to indicate the holder
Automation Run, proceed to Paragraph 5.4 Sample run to start the Automation.

5.2.5 Set up of two or more holders with different solvents and
experiments

. Follow steps 1 through 17 in 5.2.1 Setup of one single experiment.
. Double click on Holder 2.
. Click inside the Name window and change the name to Sample2

. Click on the down arrow to the right of the solvent window and select Acetone.

. Click on the Set atitle button.
. Type atitle e.g. Carvone.

1
2
3
4
5. Click on the down arrow to the right of the Experiment window and select C13CPD32.
6
7
8. Click on the Set Title button inside the Title window.

9

. Click on the first line of Holder 1.
10. Hold down the Shift key and click on the last experiment line of Holder 2.
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11. Click on the Submit button.

experiment time is calculated. Proceed to Paragraph 5.4 Sample run to start the auto-

n The Status traffic lights change to yellow to indicate the holders are ready to run and the
mation.

5.2.6 Set up of two or more holders with the same solvents and
experiments

1. In the menu bar click on Holder and select Increment Name.

Select All

Select Queued
Select Completed
Select Free
Select Used

Delete Completed

Copy Mode
Increment Expho

| » Increment Marme

2. Follow steps 1 through 17 of 5.2.1 Setup of one single experiment.
3. Click on the first line of Holder 1.
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Submit Cancel Edit Delete Add 1 Copy 2

4. Increment the number next to the Copy button to 2.

5. Click on the Copy button.

number displayed in the window next to the Copy button is to how many holders it will
copy. For this example use 2. The next two holders will have the same setup as the
previous one except that the Name Samplel increments to Sample2 and Sample3.

n To copy the setup from one holder into another holder click on the Copy button. The

6. Click on the experiment line in Holder 2.

Submit Cancel Edit Delete Add 1 Copy 2

7. Click on the Edit button.

8 Click on the Set a title button.

9. Type artitle e.g. Ethylbenzene.

10. Click on the Set Title button inside the Title window.

Edit. DO NOT CHANGE the Exp No, unless you are sure the new Exp No does not

n In addition to the title all other entries can be edited in the new holder by clicking on
already exist.

11. Click on the experiment line in Holder 3.

12. Click on the Edit button.

13. Click on the Set a title button.

14. Type a title e.g. Strychnine.

15. Click on the Set Title button inside the Title window.

16. Click on the first line of Holder 1.

17. Hold down the Shift key and click on the last experiment line of Holder 3.
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18. Click on the Submit button.

The Status traffic lights on both holders change to yellow to indicate the holder’s ready
to run and the experiment time for each experiment is calculated. Proceed to paragraph
5.4 Sample run to start the automation.
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53 Tool Menu

5.3.1 Import an Experiment/Dataset

Use this tool to import the current data set on display in TopSpin in to the Automation
set up window, choosing any Holder. After the data set has been imported it may be
modified, copied, iterated or prioritized as any standard IconNMR experiment.

1. Open a data set in TopSpin e.g. Menthyl Antranilate in DMSO-d6.

2. Start IconNMR and open the Automation set up window.

3. Click on Tool in the main menu bar.

ﬂp lconMMRB: Autornation May23-2016-1159-nmrsu
File Run

$hstat

Experiment Table

Holder View Find  Parameters  Options

b

Tools  Help
‘ Import an Experiment/Data Set k l

Run an Experiment Periodically

Experiment

Holder Type Status Ma, Solvent
b 2 1} O
b3 U o
4. Select Import an Experiment/Data Set.
5. Click on the down arrow next to Use Holder Position
6. Select Holder e.g. 4.
7. Change the Data Set name to e.g. Samplel.
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fp TopSpin 'sti' (send (tlo (jcon command = O >

ltNMR

Import an Experiment/Data Set from TopSpin
for measurement inside lconNMR

Current TopSpin DataSet:

Ci/Data/Example_MenthylAnthranilate/1 Refresh
Sample Position |-4 v|
Experiment Name [PrOTON |
i () CH30H=D20 O p2o @

() D20 _salt ) DMF

(J) DMSO-HE

() Dioxane () EtOD i
Disk C\Data |
Data Set |Samp|e1 W |

Eapno
Import and Submit | Import k. Close

8. Click on the Import button inside the TopSpin ‘sti’ window.

Using the Import button will add the Data set to the IconNMR Automation window and
then can be submitted at a later time. The Import and Submit button will add and submit
the Data set automatically.

& IconNMR: Automation May25-2016-1159-nemsu (u] x
Fie Bun Holder View Find Parameters Options Tools Melp

% sua (I -

Experiment Table

Helder Tree  Status Hame N, Sohvent Experiment el Far Title/Onig Time User Start Tume | =
b2 | [eee
b3 1] are
- 4 jé- 1[ene
Wé- [ooe Samplel 1 ] Hés
3] I [ees
[ ] LIL)
[ U LI}
(] ] Ll
b s | [ees
Lo an 1L ‘mnal et
¢ »
ubmit e Canial o Cda ot el 1 [ 1 )
= 3 [yt ot seteceg experments for oo = = = =t - iy Change e
Preceding Experiments
= Oate Holder Hame H. Lpeniment Load ATM RO Lok Shim  Acg  Froc  User Disk  TaieCvig Remarks
< »
Search Preceding | | B Sompwioniss | Butyeese Woresl | Dae 0000 | ngre 0000 | wiee mey

9. Click on the Close button inside the TopSpin ‘sti’ window.

10. Start the run by following the instructions in 5.4 Sample run
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5.3.2 Run an Experiment Periodically

lar sample with a specific time delay between experiments. Up to 10 such periodic

n Use this tool to repeat any experiment automatically any number of times on a particu-

measurements may run simultaneously.

A w N P

. Start IconNMR and open the Automation set up window
. Start the run by following the instructions in 5.4 Sample run.
. Click on Tool in the main menu bar.

. Select Run an Experiment Periodically.

fqt leonMMR: Automation May23-2016-1158-nmrsu

File Run Holder View Find Parameters Options  Tools Help

#estar 1

T

| ‘ Import an Experiment/Data Set

Run an Experiment Periodically k
L

Experiment Table

Holder Type Status Mame Mo,
b2 1] I
B3 U Lr

Solvent Experi

8.

5. Click on the down arrow next to Use Holder Position.
6.
7

. Click on the down arrow next to Disk.

Select Holder e.g. 1.

Select the disk e.g. C:\.

9 Click on the down arrow next to Data Set Name.

10. Select a data set name or type a name e.g. Sample_periodic.
11. Select a solvent e.g. CDCI3.
12. Select the Experiment e.g. PROTON.

13. Enter a Title e.g. Strychnine Kinetics experiment.

14. Enter the Number of experiments e.g. 4.

15. Enter the value for the Delay between experiments submissions e. g. 30 Min.
16. Enter a Start Time.

120
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ﬂp— Periodic Experiments

@

Run an Experiment Periodically

Use Holder Position
Disk

Data 5et Name
Start Expno

Solvent

Experiment

Title

MNumber of Experiments
Delay between experiment submissions

Start Time

|C:\

Sample_periodic

10|
(D) acetic
() ceD&
(O cD3cN

() CD30D_SPE

() PRO19FDEC.pz
(®) PROTON
() PROTOMNMNSCL

() PROTONInfo

() Acetone
() cozci2

(C) CD3CH_SPE

() PROP31DEC
() PROTOM_1K_PP
() PROTON128

(C) PROTONCOMLF

Strychinine Kinetic experimenﬂ

-

Dﬂ:iﬂ:ﬁﬁ -

13:44:00 Wed May 25 2016 -

Submit k. Close

17. Click on the Submit button inside the Periodic Experiment window.
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The experiments are automatically submitted and the Priority flag is set. The first
experiments starts at the entered Start Time.
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54 Sample run

54.1 Manual Inject/Eject

B | B

1. Click on the Start button.

The Initialize Run window appears. The default Automation mode displayed is what has
been set in the ICON-NMR configuration.

2. Click on Automation mode button and select Manual Inject/Eject.

3. Select or type 1 for First sample.

Manual Inject/Eject ~

First sample
|:| First sample in the magnet [locked, shimmed, tuned and matched)?
Process all Acquired Data Sets

%} Start w Cancel

IconNMR gives you the option to lock and shim the sample prior to running the
automation or, if you have stopped or halted the previous automation run, to continue
on the sample already in the magnet. For that purpose click on the small button next to
First sample in the magnet (locked and shimmed)? and a check mark will appear.
The system will skip the inject/eject, locking and shimming for that sample. In addition
the user can choose to process all acquired data sets or do it later. This option can be
set in the Icon configuration, Master Switches under the Process control section when
Ask on Startup is selected.

‘ﬁﬂtart L} 0 Cancel

4. Click on the Start button
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n At this point the acquisition status icons and message window to change the sample
appear.

Goto Sample 1 i‘ _____ [ LU°°' @J g E:m ..}

# Inject/Eject

] E Click here ko stark eject rautine
L

5. Click on the OK button inside the Inject/Eject window.

n The sample lift air will turn on and the Inject/Eject window appears.

6. Insert sample.

® Inject/Eject

i J Please Insert wour new sample on kop of the magnet when the lift is on,

Click here when Finished

7. Click on the OK button inside the Inject/Eject window.

At this point the Automation begins locking, shimming, adjusting the receiver gain,
acquisition and processing. A history box on the bottom of the “Automation Manager”

n window shows the detailed information of what tasks have been completed or failed for
experiment(s) that have been setup to run on the sample. Double click on a completed
entry, displays the data in the Topspin window.
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54.2 NMR case

If the NMR Case is not installed on top of magnet, check if there is no sample in the
magnet and then install the changer.

1. Turn the switch on the sixpack/case controller box to OFF position.
2. Turn on the sample lift and remove the sample and leave the lift air on.

» IIWARNING!!!: Be absolutely sure that no sample is in the magnet and the
sample holder is empty before proceeding to the next step.

3. Install the NMR Case on to the top of the magnet.

4. With the sample lift air still on, move the sample holder to the start position (set the
small hole over the shim stack).

5. Turn off the sample lift.
6. Load the samples into the sample holders.

7. Turn the switch on the sixpack/case controller box to ON position.

n The sample in Holder 1 must be submitted before proceeding to the next step.

e | B 0

8. Click on Start button.

The Initialize Run window appears. The default Automation mode displayed is what has
been set in the IconNMR configuration.

9. Click on Automation mode button and select NMR Case.

10. Select or type 1 for First sample.

MMR Case v

First sample

|:| First sample in the magnet (locked, shimmed, tuned and matched)?
Process all Acquired Data Sets

‘f%‘f? Start 0 Cancel
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IconNMR gives you the option to lock and shim the sample prior to running the
automation or, if you have stopped or halted the previous automation run, to continue
on the sample already in the magnet. For that purpose click on the small button next to

n First sample in the magnet (locked and shimmed)? and a check mark will appear.
The system will skip the inject/eject, locking and shimming for that sample. In addition
the user can choose to process all acquired data sets or do it later. This option can be
set in the Icon configuration set up.

‘{fg‘;‘:yitart I}s 0 Cancel

11. Click on the Start button.

At this point the “IconNMR / Auto Online Controls” window and the “acquisition status
icons” appears. The Automation begins changing the sample, locking, shimming,
adjusting the receiver gain, acquisition and processing. A history box on the bottom of
the “Automation Manager” window shows the detailed information of what tasks have
been completed or failed for experiment(s) that have been setup to run on the samples.
Double click on a completed entry, displays the data in the Topspin window.

12. Wait until the last sample has finished running and has been ejected.
13. Turn the switch on the case controller box to OFF.
14. Remove all samples from the sample holders.

15. Click on ‘File’ and select ‘Close’ in the Automation set up window.

# Close Window

\;:/ Save Setup befare closing?

I Yes ] [ e} ] [ Cancel

16. Click on the Yes button to save the Setup.

543 Standard BACS, Sample Case, Pro (RS232)

1. Insert the samples into the holders.

2. Press RESET on the front of the sample changer.

@ (B 8

3. Click on the Start button,
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The Initialize Run window appears. The default Automation mode displayed is what has
been set in the Icon-NMR configuration.

4. Click on Automation mode button and select BACS/SampleCase/Pro (RS232).

5. Select or type 1 for First sample.

BACS/5ampleCase/Pro (R5232) s

First sample
|:| First sample in the magnet {locked, shimmed, tuned and matched)?
Process all Acquired Data Sets

@g} Start w Cancel

IconNMR gives you the option to lock and shim the sample prior to running the automa-
tion or, if you have stopped or halted the previous automation run, to continue on the
sample already in the magnet. For that purpose click on the small button next to First

n sample in the magnet (locked and shimmed)? and a check mark will appear. The
system will skip the inject/eject, locking and shimming for that sample. In addition the
user can choose to process all acquired data sets or do it later. This option can be set in
the Icon configuration set up.

‘{f}itart L} u Cancel

6. Click on the Start button.

At this point the “lconNMR / Auto Online Controls” window and the “acquisition status
icons” appears. The Automation begins changing the sample, locking, shimming, adjust-
ing the receiver gain, acquisition and processing. A history box on the bottom of the
“Automation Manager” window shows the detailed information of what tasks have been
completed or failed for experiment(s) that have been setup to run on the samples. Dou-
ble click on a completed entry, displays the data in the Topspin window.
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6 Adding new experiments

6.1 Introduction

» IINIMPORTANT!!!: Before creating a new experiment for automation, make a
layout of how the new experiment should work and how you would like to
present the result. Check the parameter library first to see if the new
experiment already exists. If not, check in the pulse program library for an
existing pulse program and in the au program library for the acquisition and
processing programs to satisfy the plans for the new experiment. If you have
to create a new pulse program or have to write an au program, be sure to
follow to the nomenclature of file names, pulse widths and delay numbering
that Bruker has defined. Any deviation may result in a malfunction of the new
experiment. Always test out the new experiment before you add it to
IconNMR.

The parameter sets of any new user defined experiments are stored in the

<TopSpin home>\exp\stan\nmr\par\user directory and can be copied to other Bruker
instruments. With the use of the paracon program the parameters can the be converted
to the frequency of the instrument. To avoid converting the parameter sets, you can
create a virtual parameter set in IconNMR. To illustrate this feature, follow paragraph
6.9 1D Carbon and 1D DEPT135 composite exp. in this chapter.

6.2 Single 1D Proton exp. with peak labels in print out

This example requires to make changes of some acquisition and processing
parameters. There are no changes to the pulse sequence of the acquisition and
processing AU-programs.

6.2.1 Layout of the new experiment

«  Experiment: Proton, 128 scans, printing 11ppm with peak picking and integration
e  Starting parameter file: PROTON
¢ New parameter file; PRO128PP
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6.2.2

Creating the parameter file

130

In this case the new experiment PRO128PP does not exist in the parameter set library.
To create the new experiment, the existing PROTON parameter file can be used as a
template, since the acquisition and processing parameters are similar.

1. Type edc and enter the following parameters:

by | & New... e

Prepare for a new experiment by creating a new data set and
W initializing its NMR parameters according to the selected experiment type
- For multi-receiver experiments several datasets are created. E
E Please define the number of receivers in the Options. €
1

NAME Inewexp

il Exeno E

PROCNO 1

(O Use current parameters

@ Experiment| PROTON Select |
(~) Options
Set solvent |cDClI3 v

O Execute 'getprosol’

O Keep parameters \P1,01,PLW1 ~| Change
DIR c:Datd) v
D Show new dataset in new window
Receivers (1.2, .16) 1
TITLE
OK | Cancel More Info.__ He\p |

2. Click on the OK button inside the New window.

3. Click on the AcquPars tab and in the section Experiment, change the following
parameter:

NS =128
4. Click on the ProcPar tab and in the sections Peak picking / plotting and Automation
change the following parameters:

F1P (ppm) =10

F2P (ppm) =-1

LAYOUT = +/1D_H+pp.xwp
5. Type wpar

6. Select the user parameter source directory.
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Source = éC.:‘l.BrukenTopSpfn3_5_D_Tﬂpla‘nexp‘nﬁtamnmr‘upanuser v

& Parameter Sets: wpar X
File Options Help Source=iC:\Bruker\TopSpin3.5.b.?0p[6\exp‘tstan\nmr\par\user v
Find file names ;enter any string. *, ? ‘ Excmde:f || Clear |
class =" | pim=[""] [ showRecommended
Type:[ v smm,rpe:i ] SubTypeB:i ] | ResetFiters |

C13CPD128.mod C13CPDZK C13CPD64 C13DEPT135NS32 "
C13DEPT135p.mod carbon_p90 COSYGP fixsw F19_mod F19COSYGP test
H1p90_urea HCCHCOGP3D.pz HMBCEDETGPI3ND.pz |HSQCEDETGP.mod HSQCETGPN15
MLEVETGPSW NOESYGPPH nov_simplex_60c nov_test3_s0c novatia_title
NP 1H MNP C13CPD NP _COSY NP DEPTQ NP HMBC v

| wiite.. || writeNew ]\ || Close |

7. Click on the Write New button inside the Parameter Sets: wpar window.

8. Enter PRO128PP

& X

Please enter the new name

iPRO1 28PP |

9. Click on the OK button inside the new name window.

10. Select the acqu, pro and outd parameters.

& wpar PRO123PP *

Source Data Set = newexp 1 1 Ch\Data
1) Select the desired file types of the source data set
2) Press OK to copy them to the destination parameter set.

lacqu
proc

outd
fitle

Destination Dir = | C\Bruker\TopSpin3.5.b 70plG\exp\staninmripariuser ~

| okly cancel
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11. Click on the OK button inside the wpar window.

12. Click on Close button inside the Parameter Sets: wpar window.

6.2.3 Testing the experiment

6.2.3.1 Sample

0.1% Ethylbenzene in CDCI3 or any other sample

6.2.3.2 Running the experiment

1. Type edc and enter the following parameters:

& New... x

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 datasels are created.

Please define the number of receivers in the Options.

NAME \testexp
EXPNO |1
PROCNO 1

O Use current parameters

® Experiment PRO128PP Select |
(~] Options
Set solvent cocia -

) Execute 'getprosol’

O Keep parameters P1,01.PLW1 v | Change .

DIR Ci\data v
[ Show new dataset in new window

Receivers (1.2, _16) 1

TITLE

[ ok | cancel || moremfo.. | Heip |
2. Click on the OK button inside the New window.

3. Type lock and select CDCI3.

4. Tune the probe.

5. Shim for best homogeneity.

6. Type getprosol
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7. Type xaua
8. Type xaup

xaua is executing the acquisition AU-program ‘au_zg' as a AUNM entry in the
Automation section of the AcquPars and xaup executes the processing AU-program
‘proc_1d’ as a AUNMP entry in the Automation section of the ProcPars. If you want to
make changes to the parameters, repeat steps 7 and 8 for testing, then store the
parameter file PRO128PP with the wpar command.

0.1% Ethylbenzene

Choe™)
 BRUKER
R -

Current Data Parameters
NAME testexp
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
2010

0302
Time 10.28

spect.
PROBHD 5 mm DUL 13C-1
PULPROG 2930
™ 65536
SOLVENT cpcl3
NS 128

2
SWH 6188.119 Hz
FIDRES 0.094423 H
A0 5.2953587 sec

10.50 usec
PLW1 22.65399933 W
SFOL 300.1318534 MHz

F2 - Processing parameters
8

6.2.4 Adding the new experiment to ICON-NMR

SF 300.1300000 MHz
EM

0.30 Hz

1.00

1. Start IconNMR Configuration.
2. Select User Manager.
3. Select a user name.

4. Click on any experiment listed inside the Experiment list box.
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Experiment List

il i S e
" | NP3IDEPT4SND  31P DEPT45 exp. no decoupling
(L]  NPROBI1DEC 1H with B11 decoupling
E; "7 NPROF19DEC 1H with F12 decoupling
" NPRO19FDEC.pz  1H with 19F dec. expanded region
D N PROP31DEC 1H with P31 decoupling
N PROTOM 1H experiment 16 scans %

N PROTOM_T1K_PP 1D 1H exp, 1K scans, with PP

M PROTOMNSCL

If there are already some N-Proton experiment listed in the Experiment list box, then

you may consider clicking on one of the Proton experiment to
experiment to the list.

append the new

5. Click on the down arrow next to Source directory.
6. Select <TopSpin-Home>/exp/stan/nmr/par/user.
7. Click on the down arrow next to Experiment Name.
8. Select PRO128PP.

9. Click on the Experiment Comment Text window and enter the following text:

1H exp. 128 scans with peak picking and integration

I fqy Entry Box

>
Source directory |C:x‘Br|_|h:er_."TcupSpin3.5.b.'.-’ﬂpIﬁfexpx'stanr'nmrfparfuser w |
Experiment Name ~ |PRO128PP v

Experiment Comment |1H exp. 128 scans with peak picking and integration

|:| Sort into the list alphabetically

Experiment Type |5ing|e [Mormal)
Append k. Muodify Delete Update User Files Close
Add for user Delete for user

The Experiment Type is a Single (Normal) experiment and will be
inside the Experiment list box.

marked with an N
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10. Click on the Append button inside the Entry Box.
11. Click on the Close button inside the Entry Box.

Experiment List

e s e "
" MNP3IDEPT4SND  31P DEPT4S exp. no decoupling

B D N PROB11DEC 1H with B11 decoupling

i | N PROF19DEC 1H with F18 decoupling

N PRO1SFDEC.pz TH with 19F dec, expanded region

i M PROP31DEC 1H with P31 decoupling

: 3 N PROTON 1H experiment 16 scans

': i M PRO128PP 1H exp. 128 scans with peak picking and integration

[ M PROTOMN_TK_PP 1D 1H exp, 1K scans, with PP G
L4 >

12. Click on File and select Save.

13. Click on File and select Close.

Test the new added experiment for proper operation using the IconNMR Automation.
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6.3 NOTES:
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6.4 Single 2D COSY exp. with a predefined sweep width

This example requires to make changes to the acquisition AU-program and parameters.
There are no changes to the pulse sequence of the processing AU-programs or
parameters.

The COSY type experiments in Automation are composite experiments. A 1D Proton
experiment is obtained first and the acquisition AU-program ‘au_getlcosy’ is used to
optimize the sweep width. This example will guide you through the set up of creating a
2D gradient COSY experiment using a fixed predefined sweep width. This experiment
can be run as a stand alone experiment or as a composite experiment together with a
1D Proton experiment to get the better resolution external projections.

6.4.1 Layout of the new experiment

*  Experiment: gradient COSY, using a fixed SW from (9 ppm - 0 ppm)
e  Starting parameter file: COSYGPSW
*  New parameter file: COSYGP.fixsw

6.4.2 Creating the COSY parameter set

1. Type edc

2. Change the following parameters:
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# 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 |cosyparsetup
EXPNO [1
PROCNO I

O Use current parameters
@ Experiment| COSYGPSW | select |
(~) Options

Set solvent

O Execute 'getprosol
) Keep parameters P1,01,PLW1 v | Change
DIR C\data ~

[J show new dataset in new window

Receivers (1,2, ...16) .1

TITLE

: Cancel . More Info... Help

3. Click on the OK button inside the New window.

Some parameters have to be changed before the experiment is added to IconNMR. In

addition to the parameter change below, any other parameters such as ns, td, d1 etc.
can be administered at this point.

4. Select the AcquPars tab.
5. Display all parameters.

6. Change the following parameters:
SWI[F2]=9
SW [F1] = same exact value as SW (F2)
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(A) Width
SW [ppm] 80898 989 Spectral width
SWH [Hz] 13597 122 3397110 Spectral width
IN_F [usec] 278.00 | Increment for delay
AQ [sec] 10.2846720 |0.0177921 Acquisition time
FIDRES [Hz] 3.512813 56.204849 | Fid resolution
FW [Hz] 4032000.000 Filter width
O1[ppm] =45
m Mucleus 1
NUCH 1H Edit_. | 1H ~ | Observe nucleus
01 [Hz] 1800.59 1800.59 | Transmitter frequency offset
O1P [ppm] | Transmitter frequency offset
SFQO1 [MHz] 400.1318006 400.1318006 Transmitter frequency
BF1 [MHz] 4001300000 400.1300000 Basic transmitter frequency

AUNM = au_zgcosy

(A) Automation

AUNM (:au_;gcosy ) .. || E | Acquisition AU program

PYMNM | ] .. || E | Acquisition PYTHON program
EXP _ Experiment performed
TUBE_TYPE | | Type of used sample tube

7. Type wpar

8. Select the user parameter source directory.

Source = CBruker\TopSpin3.5.b 70ple\expistan\nmripariuser ~

|
| & Parameter Sets: wpar X
File Options Help Source = |C\Bruker\TopSpin3.5.b . 70pl6\exp\staninmripariuser ~
Find file names :eni'_er any string, *, ? Exclude; I Clear .
Class = Dim = Show Recommended
Type = SubType = SubTypeB = Reset Filters

B C13CPD128.mod C13CPD2K C13CPD&4 C13DEPT135NS32 ~
C13DEPT135p.mod carbon_p90 COSYGP fixsw F19_mod F19COSYGP. test
H1p90_urea HCCHCOGP3D.pz HMBCEDETGPI3ND.pz [HSQCEDETGP.mod HSQCETGPN15
MLEVETGPSW NOESYGPPH nov_simplex_60c nov_test3 60c novatia_title
NP 1H NP C13CPD NP _COSY NP DEPTQ NP HMBC S

Write. .. Write New. k Close

9. Click on the Write New button inside the Parameter Sets: wpar window.
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10. Enter PCOSYGP.fixsw

& %

FPlease enter the new name

(COSYGP fixsw |

| ok[y| cancel

10. Click on the OK button inside the new name window.

11. Select the acqu, pro and outd parameters.

& wpar COSYGP. fixsw *®

Source Data Set = cosyparsetup 1 1 C\data
1) Select the desired file types of the source data set
2) Press OK to copy them to the destination parameter set.

title

Destination Dir = CA\Bruker\TopSpin3 5 b 70ple\expistaninmripariuser V|

[ ok | cancel |

12. Click on the OK button inside the wpar window.

13. Click on Close button inside the Parameter Sets: wpar window.

6.4.3 Testing the experiment
6.4.3.1 Sample

50 mM Gramicidin in DMSO-d6 or any other sample
6.4.3.2 Running the experiment

140

1. Type edc and enter the following parameters:
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! @s Mew... x|

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

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

Please define the number of receivers in the Options.

NAME cosytesd
EXPNO 1
PROCNO 1

O Use current parameters

@ Experiment | COSYGP fixsw Select |
(~) Options
Set solvent DMSO v |

O Execute 'getprosol

O Keep parameters P1,01,PLW1 v | Change

DIR |Ch\data ~
[ show new dataset in new window

Receivers (1.2, 16) 1

TITLE

Cancel | More Info... Help

2. Click on the OK button inside the New window.
3. Type lock and select DMSO.

4. Tune the probe.

5. Turn off the spinner.

6. Shim for best homogeneity.

7. Type getprosol

8. Type xaua

9. Type xaup

xaua is executing the acquisition AU-program au_zgcosy as a AUNM entry in the
Automation section of the AcquPars and xaup executes the processing AU-program
proc_2dsym as a AUNMP entry in the Automation section of the ProcPars. The internal
F1 and F2 projections are automatically added to the spectrum. If you want to make
changes to the parameters, repeat steps 8 and 9 for testing, then store the parameter
file COSYGP.fixsw with the wpar command.
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6.4.4

Gramicidin
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Adding the experiment COSYGP.fixsw to ICON-NMR

142

1. Start lconNMR Configuration.

2. Select User Manager.

3. Select a user name.

4. Click on any experiment listed inside the Experiment list box.

Experiment List
Mode MName Experiment Comment ~
f N WATER water supression
——I ] ccosvassw sw opt, CO5Y45 (magn. mode)
@ "7 ccosvensw sw opt, COSY20 [magn. mode)
4 Tl ccosversw sw opt, COSY with gradients {magn. mode) L\—y
C COSYDOFPHSW  sw opt. COSY with dq filter [States-TPPI)
: C COSYGPDFPHSW  sw opt, COSY with gradients and dq filter (States-TPPI)
' ‘ C COSYGPMFSW sw opt. COSY with gradients and mq filter [magn. mode)
D C MLEVETGPSW sw opt, TOCSY using gradients [echo-antiecho)
< >

5. Click on the down arrow next to Source directory.

6. Select <TopSpin-Home>/exp/stan/nmr/par/user
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7. Click on the down arrow next to Experiment Name.

8. Select COSYGP.fixsw.

9. Click on the Experiment Comment Text window and enter the following text:
fixed sw COSY with gradients (sw=9 ppm, 01p=4.5 ppm)

10. Enable Sort in to list alphabetically.

& EntryBox hd
Source directory |C:}BrukerﬁnpSpin3.E.b.'.-'ﬂpIE.-"expx'stanfnmr}parfuser w |
Experiment Name | COSYGP.fixsw v |

Experiment Comment |fixed sw COSY with gradients [sw=9%pm,01p=4.5ppm] |

Experiment Type |Sing|e[NnrmaI] ||

Append Maodify ' Delete Update User Files . Close

Add for user . Delete for user

{Sart into the list alphabetically

11. Click on the Add for user button inside the Entry Box.

| & Addfor user — O X

Add the experiment to these users

User ID User's Full Mame User's Group
Administratar

nmr MME. User

nmrsu NMR Superlser

scl Scientist_1 Chemist

Add for user Close

12. Select the users which will have this experiment added to the list.

13. Click on the Add for user inside the Add for user window.
14. Click on the Close button inside the Add for user window.
15. Click on File and select Save.

16. Click on File and select Close.

n Test the new added experiment for proper operation using the IconNMR Automation.
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6.5 NOTES:
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6.6 1D Proton, 2D COSY and 2D HSQC Composite exp.

This example will guide you through the set up of creating a composite experiment
consisting of a 1D Proton experiment followed by a 2D COSY and a 2D HSQC
experiment. There are no changes made to the AU-programs, acqusition and
processing parameters.

Before creating a new Composite experiment, make a layout of how the new
experiment should work and how you would like to present the result. Check the
parameter library first to see if the experiments of interest for the composite already
exist. If any parameters have to be changed then store the parameter set using a
different name or use an extension. The example below uses the default parameters
stored in the Bruker parameter set library.

6.6.1 Layout of the new composite experiment

*  Experiments:1D-Proton followed by a 2D COSY and a 2D edited HSQC
e  Starting parameter files: PROTON, COSYGPSW and HSQCEDETGP
*  Name of composite experiment: PCOSHSED

6.6.2 Creating the new composite experiment

1. Start IconNMR Configuration.

2. Select Composite Experiments.
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- Priority

- Temperature Handling Add new Maodify Delete | Save to User(s)

- LC-NMR Options - - - -
- SampleTrack Options |Add a new composite experiment to the experiment I|st.|

- Fail Safe / Error Handling Component Experiments

- Web Interface Experiments F2 Reference F1 Reference
Options
AssureMMR
AssuressT

CMC-Verification
ToolBox Setup
Accounting

Search Commands

& lconNMR: Configuration o O
File Help
B User Settings Composite Experiments
- User Manager Name Comment ~
] EOIMPOVIE EREMRENE SELNOGP.mod  1-D 1H exp. + 1-D sel. grad. NOESY exp.
- Additional Users C13_DEPT135 1-D 13Cn ns=128 + 1-D DEPT135, ns=64
- Originator ltems ROESYETGPSW sw opt. ROESY with gradients
= Automation MLEVETGPSW swoopt, TOCSY with gradients
. MNOESYGPSW sw opt. NOESY with gradients (States TPPI)
Master Switches
X . SELMLGP.pz selective TOCSY
Automation Window SELROGP.pz selective ROESY
- Wirtual Farameter Sets SELCOGP.pz selective COSY
- Tuning/Matching SELNOGP.pz selective NOESY
- Lock/Shim Options COSY455W sw opt. COS5Y45 (magn. mode]
Solvent/Probe COSYR0SW sw opt. COSYSD (magn. mode)
Dependencies COSYGPSW sw opt, COSY with gradients (magn, mode]

COSYDOFPHSW  sw opt, COSY with dq filter (5tates-TPPI) W

. Click on the Add new button inside the Composite Experiment window.

. Type PCOSHSED in to the Name field.

. Type 1D Proton, 2D grad. COSY, 2D edited HSQC in to the Comment field.
. Click on the down arrow next to Source directory.

. Select <TopSpin-Home>/exp/stan/nmr/par directory.

. Click on the down arrow next to the Experiment Name window.

© 00 N o o b~ W

. Select PROTON from the pop up window.

10. Click on the Append button inside the Composite Experiment Editor window.
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fq‘ Composite Experiment Editor x

Add/Modify Composite Experiment Name & Comment:
Mame:  |PCOSHSED |

Comment: [1D Proton, 2D grad. COSY, 2D edited HSQC |

Add/Modify Component Experiments

Source directory |C:.:"Brukerf'TopE-pir13.5.b.72pIwexpfstanfnmr.."par
Experiment Name |PROTON

F2 Reference |

F1 Reference |

Prepend Modify Delete

Component Experiments

Experiments F2 Reference F1 Reference
a PROTON
oK Apply Cancel

11. Click on the down arrow next to the Experiment Name window.
12. Select COSYGPSW from the pop up window.

13. Click on the arrow next to the F2 Reference window.
14. Select PROTON.

15. Click on the Append button inside the Composite Experiment Editor window.
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fq} Compaosite Experiment Editor *

Add/Modify Composite Experiment Mame & Comment:
Name:  |PCOSHSED |

Comment: [1D Proton, 2D grad. COSY, 2D edited HSQC |

Add/Modify Component Experiments

Source directory |C:fBruken"TopSpir13.S.b.?ZpI&-"exp;"stanfnmrfpar e |
Experiment Name |COSYGPSW v|
F2Reference  |PROTOM |

F1 Reference | e |

Prepend | Modify Delete

Component Experiments

Experiments  F2 Reference F1 Reference

a PROTON
b COSYGPSW a PROTON

QK Apply LCancel

16. Click on the down arrow next to the Experiment Name window.
17. Select HSQCEDETGP from the pop up window.

18. Click on the down arrow next to the F2 Reference window.

19. Select PROTON.

20. Click on the Append button inside the Composite Experiment Editor window.

148 10000055108



Adding new experiments

fp Composite Experiment Editor *

Add/Madify Composite Experiment Name & Comment:
Name:  |PCOSHSED |

Comment: 1D Proton, 2D grad. COSY, 2D edited HSQC |

Add/Modify Component Experiments

Source directory |C:IBruker.."TopSpir13.5.b.?ZpI&:"expfstan!nmr!par v|
Experiment Mame |HSQCEDETGP v|
F2Refersnce | PROTON v]
F1 Reference | v|

Prepend Modify Delete

Component Experiments

Experiments F2 Reference F1 Reference
a PROTON

b COSYGPSW  a PROTOM

¢ HSQCEDETGP a PROTON

OK Apply Cancel

21. Click on the OK button inside the Composite Experiment Editor window.

The new composite experiment has now been added to the Composite Experiment List
in the Composite Experiment Manager. To add this experiment to the user experiment
list, stay in the ‘Composite Experiments’ window and follow the next steps.

6.6.3 Adding the new composite experiment to the user experiment list

1. Click on the new experiment PCOSHSED.
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fq lconMMR: Configuration
File
= User Settings

----- User Manager

Help

| Composite Experiments

----- Additional Users

- Originator [tems

= Automation

- Master Switches

----- Automation Window
- Wirtual Parameter 5ets
----- Tuning/Matching

=+ Lock/Shim Options

] Solvent/Prabe
Dependencies

----- Priority

- Temperature Handling
----- LC-NMR Options

- SampleTrack Options
----- Fail Safe / Error Handling
- \Web Interface
Options

AssureMMR

AssuressT
CMC-Verification

ToolBox Setup
Accounting

il

Search

[ Jas

Composite Experiments

PCOSHSED
SELMCOGP.mod
C13_DEPT135
ROESYETGPSW
MLEVETGPSW
MOESYGPSW
SELMLGP.pz
SELROGP.pz
SELCOGP.pz
SELMOGP.pz
COSY455W
COSYS0SW
COSYGPSW

Comment

1D Proton, 2D grad. COSY, 2D edited HSQC
1-0 1H exp. = 1-D sel. grad. NOESY exp.
1-D 13Cn ns=128 =+ 1-D DEPT135, ns=64
sw opt. ROESY with gradients

sw opt. TOCSY with gradients

sw opt, MOESY with gradients {States TPPI)
selective TOCSY

selective ROESY

selective COSY

selective MOESY

sw opt. COSY45 (magn. mode)

sw opt, COSYSD (magn, mode)

sw opt. COSY with gradients (magn. mode}
| Saye to User(s)

Modify Delete

Component Experiments

Experiments

a PROTON
b COSYGPSW
CHSQCEDETGP

Commands

F2 Reference

F1 Reference

a PROTOMN
a PROTON

Default Update

2. Click on the Save button inside the Composite Experiment window.

3. Click on the Save to User(s) button inside the Composite Experiment window.

To select multiple users, hold down the Shift or Control key when selecting them.

ﬁ Assign Experiments to Users *
User ID User's Group User's Full Mame
Administrator
nmr MMR User
nmrsu MMR SuperlUser
scl Chemist Scientist_1

|

4. Click on the Save button inside the Assign Experiments to Users window.

5. Click on the Close button inside the Assign Experiments to Users window.
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6.Click on File and select Save.

7. Click on File and select Close.

If the probe is equipped with ATM, you may want to turn off the automatic tuning for 1H
of the COSYGPSW and 13C for the HSQCEDETGP experiment. (Tuning/Matching
option in ICONNMR configuration) The 1H tuning is performed on the first experiment
which is PROTON and the 13C tuning is executed on HSQCEDETGP experiment.
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6.8 1D Carbon and 1D DEPT135 Composite exp.

This example will guide you through the set up of creating a composite experiment
consisting of a 1D C13CPD experiment followed by a 1D DEPT135 experiment. The
parameters rg, sw, ol and the phase values are transferred from the completed
C13CPD experiment in to the C13DEPT135 experiment. The example below uses the
default parameters stored in the Bruker parameter set library. The number of scans are
then changed in creating the virtual parameter set.

6.8.1 Layout of the new composite experiment

»  Experiments:1D Carbon followed by a 1D Carbon DEPT-135
e  Starting parameter files: C13CPD and C13DEPT135p
* Name of the composite experiment: C13CPD_DEPT135

6.8.2 Creating the composite experiment in IconNMR

1. Start IconNMR Configuration

2. Select Composite Experiments

& IconNMR: Configuration = O et
File Help
B User Settings Composite Experiments
----- User Manager Name Comment -~
5 EOMDOSIE EXRERMENES PCOSHSED 10 Proton, 2D grad. COSY, 2D edited HSQC
""" Additional Users SELNOGP.mad  1-D 1H exp. + 1-D sel. grad. NOESY exp,
- riginator [tems ROESYETGPSW sw opt, ROESY with gradients
= Automation MLEVETGPSW sw opt, TOCSY with gradients
. MNOESYGPSW sw opt. NOESY with gradients (States TPPI)
Master Switches
_____ X X SELMLGP.pz selective TOCSY
Automation Window SELROGP.pz selective ROESY
- Virtual Parameter Sets SELCOGP.pz selective COSY
----- Tuning/Matching SELNOGP.pz selective NOESY
- Lock/Shim Options COSY455W sw opt. CO5Y45 (magn. mode)
: Solvent/Probe COSYR0EW sw opt. COSYS0 (magn. mode)
i Dependencies COSYGPSW sw opt, COSY with gradients (magn, mode}
- COSYDOFPHSW  sw opt. COSY with dq filter [States-TPFI)
""" Priority COSYGPDFPHSW  sw opt, COSY with gradients and dq filter (States-TPPI)
-+ Temperature Handling COSYGPMFSW sw opt, COSY with gradients and dg filter (magn, mode) L

----- LC-MMR Options

- SampleTrack Options Modify Delete Save to User(s)
----- Fail 5afe / Error Handling
- Web Interface

Options . =
AssureMMR Experiments F2 Reference F1 Reference
AssuressT
CMC-Verification
ToolBox Setup
Accounting

|Add a new composite experiment to the experiment Iist.|
Component Experiments

Search Commands

§§ Save Default Update

3. Click on the Add new button inside the Composite Experiment window.
4. Type C13CPD_DEPT135 in to the Name field.
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5. Type 1D C13- followed by a DEPT135 experiment in to the Comment field.
6. Click on the down arrow next to Source directory.

7. Select <TopSpin-Home>/exp/stan/nmr/par directory.

8. Click on the down arrow next to the Experiment Name window.

9. Select C13CPD from the pop up window.

10. Click on the Append button inside the Composite Experiment Editor window.

fp Composite Experiment Editor x

Add/Modify Composite Experiment Name & Comment:
Name:  |[C13CPD_DEPTI35 |

Comment: |1D C13-followed by a DEPT135 experiment |

Add/Modify Component Experiments

Source directory |C:r'Bruken"TopSpir13.5.b.'.-'4pI&fexpfstan!nmr}par e |

Experiment Name |C13CPD

F2 Reference |
| ~]

Prepend Modify Delete

F

Component Experiments

| Experiments F2 Reference F1 Reference
a C13CPD

OK Apply Cancel

11. Click on the down arrow next to the Experiment Name window.
12. Select C13DEPT135p from the pop up window.

13. Click on the Append button inside the Composite Experiment Editor window.
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fq Compaosite Experiment Editor

Add/Modify Composite Experiment Mame & Comment:
Mame: | C13CPD_DEPT135

Comment: |1D C13-followed by a DEPT135 experiment |

Add/Modify Component Experiments

Source directory | C/Bruker/Top5pin3.5.b.74ple/exp/stan/nmr/par
Experiment Name |C13DEPT135p
F2 Reference |

F1 Reference |

Prepend Modify Delete

Component Experiments

Experiments F2 Reference F1 Reference
a C13CPD
b C13DEPT135p

14. Click on the OK button inside the Composite Experiment Editor window.

6.8.3 Adding the new composite experiment to the user experiment list

1. Click on the new experiment C13CPD_DEPT135.
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& lconNMR: Configuration - O *
File Help
= User Settings C_o_l’_l’]_;:_u_p_s_iEE_Experimep_ts
- User Manager Name Comment ~
] EOIMPOVIE EREMRENE C13CPD_DEPT135 1D C13-followed by a DEPT135 experiment
- Additional Users PCOSHSED 1D Praton, 20 grad, COSY, 2D edited HSQC
- Originator ltems SELNOGP.mod 1-D 1H exp. = 1-D sel, grad. MOESY exp.
= Automation ROESYETGPSW sw opt, ROESY with gradients
. MLEVETGPSW sw opt, TOCSY with gradients
= Master Switches
X . MOESYGPSW sw opt, MOESY with gradients {States TPPI)
Automation Window SELMLGP.pz selective TOCSY
- Virtual Parameter Sets SELROGP.pz selective ROESY
- Tuning/Matching SELCOGP.pz selective COSY
=+ Lock/Shim Options SELNOGP.pz selective NOESY
Solvent/Probe COSY455W sw oopt. COSY45 (magn. mode}
Dependencies COSYI05W sw opt, COSYS0 (magn, mode)
- COSYGPSW sw opt. COSY with gradients (magn. mode)
~ Priarity COSYDQFPHSW  sw opt. COSY with dq filter [States-TPPI)

- Temperature Handling COSYGPDFPHSW  sw opt, COSY with gradients and dq filter (States-TPPI) b
+ LC-NMR Options P

- SampleTrack Options

- Fail 5afe / Error Handling
- Web Interface

Modify . Delete | Save to User[s].

Component Experiments

Options
AssureMMR Experiments F2 Reference F1 Reference
AssuressT a C13CPD
CMC-Verification b C13DEFT135p
ToolBox Setup
Accounting
Search Commands

‘ {§ Save | Default Update

2. Click on the Save button inside the Composite Experiment window.

3. Click on the Save to User(s) button inside the Composite Experiment window.

To select multiple users, hold down the Shift or Control key when selecting them.

& Assign Experiments to Users =

User ID User's Group User's Full Name

Administrator

nmr MMR User

nmrsu MMR SuperUser

scl Chemist Scientist_1

sc2 Biochemist Scientist_2

Save 5 Close

4. Click on the Save button inside the Assign Experiments to Users window.
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5. Click on the Close button inside the Assign Experiments to Users window.

C13DEPT135p.mod experiment. (Tuning/Matching option in IconNMR configuration).
The tuning is performed on the first experiment which is C13CPD and does not have to

n If the probe is equipped with ATM, you may want to turn off the automatic tuning for the
be executed on the second experiment.

6.8.4 Setup the Virtual Parameter Set

1. Select Virtual Parameter Sets.

2. Enable Virtual Parameter Sets.

Virtual Parameter Sets

Enable Virtual Parameter Sets

Make new or Modify experiments for use inside lconNMR Automation based on any TopSpin parameter set.
Click on the boxes to see example settings. Leave cells blank for default behaviour.

Parameters may be modified or easily transferred between experiments.

Alternative/multiple AU programs may be prescribed or alternative underlying parameter sets specified.

Eliminate the need for multiple customized parameter sets (even across multiple instruments] containing only minor differences.
All'Virtual' Experiments defined in the ‘Experiment Name' column may be used inside lconNMR Configuration as required.
Transfer settings to other instruments with File-> Import/Export Configuration.

@ Enable Experiment Name ~Comment Underlying Parameter Set Command after dataset creation  Command At Acquisition [AUNM)
[0 PROTON-IcanNMR Madified Proton Experiment used inside lconNMR  PROTON SETPAR ns 8td 1k;

. Click on the green “+” sign.

. Click on the down arrow for the Experiment Name.

. Select C13CPD from the pull down window.

. Type e.g. Number of scans = 128 in to the Comment section.
. Click on the down arrow for the Underlying Parameter Set.

. Select C13CPD from the pull down window.

© 00 N o 00 b~ W

. Type e.g. SETPAR ns 128 in to the Command after dataset creation section.
10. Leave the Command At Acquisition (AUNM) blank.

11. Click on the green “+” sign.

12. Click on the down arrow for the Experiment Name.

13. Select C13DEPT135p from the pull down window.

14. Type e.g. Number of scans = 64 in to the Comment section.
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6.8.5

15. Click on the down arrow for the Underlying Parameter Set.
16. Select C13DEPT135p from the pull down window.
17. Type e.g. SETPAR ns 64 in to the Command after dataset creation section.

18. Leave the Command At Acquisition (AUNM) blank.

Virtual Parameter Sets

Enable Virtual Parameter Sets

Click on the boxes to see example settings. Leave cells blank for default behaviour.

Parameters may be modified or easily transferred between experiments.

Transfer settings to other instruments with File-> Impart/Export Canfiguration,

+ Enable Experiment Mame Comment

| O FROTOM-IconNMR  Modified Protan Experiment used inside lcanNMR.
C13CPD Mumber of scans = 128
| C13DEPT135p Number of scans = 64

Make new or Madify experiments for use inside lconNMR Automation based on any TepSpin parameter set.

Alternative/multiple AU programs may be prescribed or alternative underlying parameter sets specified.
Eliminate the need for multiple customized parameter sets (even across multiple instruments) containing only minor differences.
All'Virtual' Experiments defined in the ‘Experiment Name’ calumn may be used inside lconNMR Configuration as required.

PROTON
C13CPD
C13DEPT135p

Underlying Parameter Set  Command after dataset creation  Command At Acquisition [AUNM)

SETPAR ns 8td 1k;
SETPAR ns 128
SETPAR ns 64

19.Click on File and select Save.

20. Click on File and select Close.

Testing the C13 _DEPT135 experiment in IconNMR

6.8.5.1

Sample:

6.8.5.2

100 mg Cholesterylacetate in CDCI3

Running the experiment

158

1. Log in to IconNMR Automation.

2 Click on the Start button to initialize the run.
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BACS/SampleCase/Pro (R5232) =

First sample

|:| First sample in the magnet {locked, shimmed, tuned and matched)?
Process all Acquired Data Sets

ﬁ‘} Start 0 Cancel

3. Select the appropriate Automation Mode.

4. Click on the Start button.

5. Double click on Holder 1

6. Click inside the Name window and choose a name e.g. Sample3

7. Click on the arrow next to the Solvent window and select the solvent (e.g. CDCI3).

8. Click on the arrow next to the Experiment window and select C13CPD_DEPT135.

n The two experiments C13CPD and C13DEPT135p appear in the experiment windows.

9. Click on the Title icon button and change the title e.g. 100 mg Cholesterylacetate
10. Click on the Set & Copy Title button.

11. Click on the first line of Holder 1

12. Click on the Submit button.

fsp lconNMR: Autemation Jul25-2016-1300-nmrsu = [m] x
File Run Holder View Find Parameters Options Tools Help

g B oW 8

Experiment Table

Holder Type  Status Name Na. Solvent Experimen t Pri Par Title/Orig Time User st| &
= e 2oCel |
fe (o] Sample3 10 €DC3  chlorofc N C13CPD a %53 Bi& 100 mg Cholerylacetate 5
Eé E sample3 1 €DCI3  chlorofc N C13DEPT135p * [l Bis 100 mg Cholerylacetate 00:04:05 nmrsu 1

@
&
®

S99 53-]
[]
L]
]

i

Ab v v v v v v

This experiment produces two plots, a 13C spectrum only and a second plot with both
the DEPT and 13C spectra.
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Instrument AVIII-300
100mg Cholesterylacetate

C13CPD128.mod CDC13 C:\ICON chl Bmﬂ

Current Data Parameters

NAME sample3
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date. 20100
Time 9.07
INSTRU! spec
PROBHD 5 mm DUL 13C-1
PULPROG 29pg30
65536
SOLVENT cpcl13
NS 126
DS 4
SWH 18028.846 Hz
FIDRES 0.275098 Hz
1.8175818 sec
RG 2050
DW 27.733 usec
DE 6.50 usec
TE .1
D1 2.00000000 sec
D11 0.03000000 sec
= CHANNEL f1
13c
0.50 usec

54.12799835 W
75.4752953 MHz

CHANNEL f£2
waltzl6
18

90.00 usec
22.65399933 W
0.30835000 W
0.24976000 W
300.1312005 MHz

F2 - Processing parameters
32768

SF 75.4677472 MHz
EM

LB 1.00 Hz

BC 1.40

T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm

Instrument AVIII-300
100mg Cholesterylacetate

C13CPD128.mod CDC13 C:\ICON chl Bmﬂ

Current Data Parameters

NAME sample3
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100305
Time 8.51
INSTRUM spec:
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30

L " " " | 65536
OLVENT CcDC13
NS 126
DS 4
SWH
FIDRES
20
RG
DW
DE
TE
D1 2.00000000 sec
D11 0.03000000 sec

== CHANNEL f1

PLWL 54.12799835 W
SFO1 75.4752953 MHz
= = CHANNEL £2
CPDPRG2 waltzl6
uc2 1H
PCPD2 90.00 usec
PLW2 22.65399933 W
PLW12 0.30835000 W
PLW13 0.24976000 W
SFO2 300.1312005 MHz
F2 - Processing parameters
sI 32768
SF 75.4677472 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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7/ Examples of user specific
settings

7.1 How to set Day and Night Time limits for users

7.1.1 Introduction

This option is limiting the instrument time for a user. The day and night time limit can be
set separately and the time entered are granted to each user per calendar day. In
addition the maximum duration of a daytime experiment can also be set.

7.1.2 Configuring IconNMR

1. Open the IconNMR configuration window or type in the TopSpin
command line iconc.

2. Under User Settings, select User Manage.

3. Under Other Settings Option enable the following options:
Day Time Limit = 2 hour
Night Time Limit = 3 hours

Max. Duration of a daytime experiment = 1 hour

Other Settings
] Spectrum Number File name| | ﬁv Archiving Directories | ~ |§' @
Target Email Addrass | | Umask |rw-rw-rw- Userf NmrUserf Everyone:df v|

o0 B |@

4. Click on File and select Save or click on the Save button on the bottom of the User
Manager window.

5. Select the Priority window.

6. Enable Priority.

7. Under Strategy select the following options:
Priority Sample Handling: Wait until current sample completed
Use “First come first served” model: Never

Modes accounted for: Priority + Night/Day
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|:| Randomize Measurement Crder

Enable Priority
Strategy
sample Handling |Wait until current sample completed v|
Use "First come first served” model ||'“"3"-""3r v|
Modes accounted for |Prinrit_|.-' = Might/Day it |

8. Under Night/Day Mode set the following options:
Night begins at = e.g. 19:00
Day begins at = e.g. 07:00
Enable Perform Night Time Experiments during idle daytime
Night Experiment Duration = e.g. 00:30

Enable Determine idle case based on total submitted experiment time for
sample

During Night Time select: Treat all experiments equally

Might/Day Mode
F]  nightbeginsat [19:00 [£] [ 7 Mightendsat
Perform Might Time Experiments during idle day time

Might Experiment Duration limit {(hours:minutes)

[determines which night experiments run in idle day time)

Determine idle case based on total submitted experiment time per sample

During MNight Time |Treat all experiments equally v|

9. Under Weekend (Treat the following days as night-time) set the following options:
Enable Sun (Sunday)
Enable Sat (Saturday)

‘Weekend [Treat the following days as night-time]

sun [ ] Mon [ Tue [] wed [ Thu [] Frni Sat

10. Click on File and select Save.

11. Click on File and select Close.

7.1.2.1 Starting the Automation

It is a good laboratory practice that the Automation is started by the NMR Administrator
such as nmrsu or a neutral user which password is not known by other users. This
assures that the Automation run can't be stopped or started by other users.

1. To start the Automation, follow the instructions in 5.4.3 Standard BACS, Sample
Case, Pro (232) steps 1 through 6.
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2. Double click on the Holder #1 and fill in all the required fields.

Halder Tyue Status Hame He. Sobvent Experiment it Prii Pa Titse/Crig Time User Start Time
-1 [T 0
& @09
e eoe Iun24-2018 2 o216
iy F2 | lun2a2016 [ Ami
e L 1) han24-206 13 CEDE  berzens N E13cPn o %l Bés OR5A4Y  Ameu
siw
L1 & lconhiMR *
LLL)
sk This experiment exceeds the pemitted time!
Ll Try submitting it & & night experment
(1L
(L1
et oK }
siw
(1L
(L1}

1 Al Bés
3 =

- AW

=g =

T TTTTTTCTT
IEEEceEE e eE

default time for the MLEVPHSW experiment is 1 hour and 22 minutes. Time wise this
exceeds the maximum duration time of more than 1 hour and therefore this experiment

n In this example the experiments are as follows: Proton, MLEVPHSW and C13CPD. The
has to be submitted as a night time experiment.

3. Click on the OK button inside the IconNMR pup up window.

4. Click on the MLEVPHSW experiment line.

5. Click on the Edit button.

6. Change the MLEVPHSW experiment to a night time experiment.
7. Click on the Submit button.

Halder Tyne Status Hame He. Sobvent Exgevimen t P Pas Titse/Crig Time User Start Time
- & s@Tm
Hé- [l@ Wn24-2016 n berzent N FROTON I 0 Bés 00:01:53 rsu 4550 Frl Ju
[Fe= Joce lun24-2018 12 CEDE  berzent C MLEVPHSW W Bés on2216 nmesu 1900 Fri jun
Fz 0
e [O08 Iun24-2016 3 CEDE  berzens N C1ICPD o ] Bés
ey
L)
*se
e
ey l}
L)
*se
(L)
ey
o0
*se
(TT )

e w N

© =

= a3

ECCCEECEE g

T

2
13

8. Double click on the Holder #2 and fill in all the required fields.
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Holder  Tye  Status Name No. Salvent Exptriment i Pas Title/Ciig Tise User Start Time
- & s@Tm
ié- (000
o B0@  unzeaoe
g F2 junzazone
e 009
-2 - smla
N @78
e [T #
e @08
[i& ess 2 et
thy F2 | lunzeati6 via 2
YT Insidficient experiment time remainin . You may onby submit
e eperiments of 00:37:40 duration
(L]
[T}

oK
(T2 _b_

=]

oo m Mo

& lconbMR Fe

- oo o o
- o

e

In this example the experiments are as follows: C13CPD32 C13DEPT135, PROTON
and NOESYPHSW. The NOESYPHSW experiment exceeds the Day Time limit of 1
hour. This requires that this experiment has to be run at night time. Another experiment
could be set up for daytime operation, but the experiment time has to be 39 Minutes or
less.

9. Click on the OK button inside the IconNMR pup up window.
10.Click on the NOESYPHSW experiment line.

11. Click on the Edit button.

12. Change the NOESYPHSW experiment to a night time experiment.
13. Click on the Submit button.

Hadder Tipe Far Tale/Grig Time User Start Time.

w1 T
e =]
B =1
We- B
-2 B
e Bés
e Bz
e Bés g
[Ee = o0:45:58 e

EeEeees

n This user has still night experiment time left of 39 Minutes.

14. Log out.
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7.2 How to assign User Specific Originator Information

7.2.1 Introduction

This section will guide you through the set up how to assign different user specific
Originator items and its informations for multiple users. For practical reasons for the
example below, only two users, Scientist_1 and Scientist_2 are used. Four Originator

items are chosen: Instrument, Mail Data/Notify to, Research project and
Department.

7.2.2 Configuring the Originator Items

1. Open the IconNMR configuration window or type in the TopSpin
command line iconc.

2. Under User Settings, select Originator Items.
3. Select or create the following Originator Items:
Instrument
Mail Data/Notify to
Research project

Department

COriginator lkems

== | Originatar ltem Regular Expression

Instrument
| Mail Data/Motify to
| Research project
Department

4. Under Automation Mode Options enable the following options:
Generate "orig" file in Data set
Include Originator Item name in orig/title file

Display/Document only Originator Items defined for user

Automation Mode Options

Generate “orig” file in Data Set

Include Originator ltem name in orig/title file
Insert this text between Criginator ltems

Display/Document only Originator ltems defined for the user
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5. Under Standard Originator Values click on the down arrow of the Set Standard

168

Originator Values for Originator Items window and select: Mail/Notify to.
6. For the Selectable Values enter a list of e-mail addresses:
7. Disable the following options:

Values may be edited

Remember new values

Standard Originator Values

Set Standard Originator Values : r G
for Criginator ltem: itk DNty 2o

Selectable Values:

project_leader@company.com Load fet
|scientist1@company.com
Delete value

Refresh list

Sort list
Values may be edited
|i8ﬂti5f1@tﬂmﬂﬁ")'-€0m Vl [ Add new 1 Remember new values
8. Click on File and select Save.
9. Select the User manager window.
10. Select user Scientist_1 inside the Users window.
Users
ﬂ User D = User's Full Mame User's Group
'.FJ Administrator
&- @ Defaulticcount
@ Guest
;Q @ Peter
@ diskless_user sys diskless_user_sys
'-F‘:' nmr MMER User
T nmrsu NMR SuperUser
@ raot
[ sa Scientist_1 Chemist |
I se2 Scientist 2 Biochemist
@ SamTrack Sample Track Default User
Current User |sc1 | Group |Chemist v| % ,ﬁ

11. Under Permissions enable the following options:
Essential Originator

Originator
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Permissions

& Priority Parameter Edit
[ Archive Data Exit (lconNMR)
Supervisor Data Set Mame Edit

[ Essential Originator Originator
Manual Lock/Shim Mail Spectrum PDF/PS
[] Email Motification [] 1ox Datamail

[] jox Copy Edit Lock/Shim/ATh
[J zip copy [] zip Datamail

Print Spectrum Control Printing
[] rDF Copy [] eMG Copy

CMC-Verification

12. Click inside the User Specific Originator Info window.
13. Select the following Originator Item inside the Entry box:
Instrument name
14. Enter the following Originator Value:
AV-111 600

a Entry Box g

Criginator ltem |Ir|strumer1t ~

Originator Value | AVl 600 |

Append H Modify Delete Update User Files Close

15. Click on the Append button inside the Entry Box.

16. Select the following Originator Item inside the Entry box:
Mail/Data Notify to
17. Keep the Originator Value empty.

fqr Entry Box x

Criginator ltem |Mai| Data/MNotify to ~

Originator Value || |

Append h Modify Delete Update User Files Close

18. Click on the Append button inside the Entry Box.

19. Click on the Close button inside the Entry Box.
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170

15
Ef

User Specific Originator Info
Instrument: AV-1I 600
Mail Data/Motify to:

20. Click on File and select Save or click on the Save button on the bottom of the User

Manager window.

21. Select user Scientist_2.

Users

User ID =
T Administrator

&- @ DefaultAccount
@ Guest
y@) @ Peter

@ diskless_user sys

User's Full Mame User's Group

diskless_user sys

'-F':' nmr MMER User

T nmrsu MMR SuperUser

@ raot

P osa Scientist 1 Chemist
I se2 Scientist 2 Biochemist
@ SamTrack Sample Track Default User

Current User |sc2

| Group |Biochemist v| %

22. Under Permissions enable the following options:

Essential Originator

Originator

Permissions

& Priority

Parameter Edit

|:| Archive Data
Supervisor

Exit {lconMNER)
Data Set Mame Edit

&

Originator

Manwual Lock/Shim
(] Email Motification

Mail Spectrum PDF/PS
] Jox DataMail

] jox Copy Edit Lock/Shim/ATM
(] zIP Copy (] zIP DataMail

Frint Spectrum Cantrol Printing
] PDF Copy ] PNG Copy

CMC-Verification

23. Click inside the User Specific Originator Info window.

24. Select the following Originator Item inside the Entry box:

Instrument name
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25. Enter the following Originator Value:

AV-II 600

a- Entry Box

Qriginator ltem

|Instrumer1t

Criginator Value |A‘u"-l|l 600

Modify Delete Update User Files

LClose

26. Click on the Append button inside the Entry Box.
27. Select the following Originator Item inside the Entry box:

Department
28. Enter the following Originator Value:

Biochemistry

fqr Entry Box

Qriginator ltem |Department

Driginatcﬁ;fﬁlue |Bi0chemi5trﬂ

Append Modify Delete Update User Files

LClose

29. Click on the Append button inside the Entry Box.
30. Select the following Originator Item inside the Entry box:

Research project
31. Keep the Originator Value empty.

fqr Entry Box

Criginator ltem

|Research project

Originator Value ||

Modify Delete Update User Files

LClose

32. Click on the Append button inside the Entry Box.
33. Click on the Close button inside the Entry Box.

User Specific Qriginator Info

Instrument: AV-I1l 600
Department: Biochemistry

Research project:

@

Ef

34. Under Other Settings’ in the Target E-mail Address window enter the user's E-mail
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address:
scientist2@company.com

Other Settings

] Spectrum Number File name| ‘ = Archiving Directories | v| & _

|Target Email Address |scientist2@company‘com ||Umask |IW’—!'W’—I'W— Userf NmrUserf Everyone:f vl

Day Time Limit Might Time Limit 5.ME?.(.:..D.H.@IJ..Q.U...9.[.E..QE!.’E!.'.'!T.Q.E?F.EE!J.!’.']E.UE @

35. Click on File and select Save or click on the Save button on the bottom of the User
Manager window.

36. Click on File and select Close.

(see 3.4.7 Permissions in this Chapter). One, two, tree or all four Permissions can be
enabled: E-mail Notification, Mail Spectrum PDF/PS, JDX Data Mail and ZIP Data

n Depending on the need of the users, there are four E-mail Permissions to choose from
Mail.

7.2.3 Starting the Automation

such as nmrsu or a neutral user which password is not known by other users. This

n It is a good laboratory practice that the Automation is started by the NMR Administrator
assures that the Automation run can't be stopped or started by other users.

1. To start the Automation, follow the instructions in 5.4.3 Standard BACS, Sample
Case, Pro (232) steps 1 through 6.

2. Click on the Change User button to log out temporarily.
3. Log in as Scientist_1.

4. Double click on the Holder #1 and enter all required fields.
5. Click on the Title button to open up the title window.

6. Type a Title name: e.g. Sample from Lot #653.

7. Click on the down arrow of the Mail/Notify to window.

8.Select scientistl@company.com for the E-Mail address.
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Instrument: [av-n1 600 |
Mail Data/Motify to: IScientisﬂ@company.com e ||
Sample from Lot #653

Set Title Set & Copy Title l}

9. Click on the Set & Copy Title button to store the contents of the title window to other
experiments.

10. Click on the Submit button to submit the experiment to the queue.
11. Click on the Change User button to log out temporarily.

12. Log in as Scientist_2.

13. Double click on the Holder #2 and enter all required fields.

14. Click on the Title button to open up the title window.

15. Type a Title name: e.g. extract #12.

16. Type the name of the Research project e.g. Chemo drug.

Instrument: v 600 |
Research project: Chemo drug e
Department: Biochemistry e
|—Extract #12'

Set Title Set & Copy Title

The user Scientist_2 is required to enter the name of the Research project otherwise
he will not be able to submit the experiment.

17. Click on the Set & Copy Title button to store the contents of the title window to other
experiments.

18. Click on the Submit button to submit the experiment to the queue.
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Holder Type  Status Hame Ha. Solvent Laperiment bni Far Title/Ong Time user start Time
w1 fée tj0ce
553 10 606 sent N PROTON - . ; 15z

Lot 0 Benzent W PROTON Wil =1 i 5 ed
w2

Sample1? D20 deuteru M C13CPD a %l B OESE47 562 15:47 Wed I
B3
(33

19. Click on the Change User button to log out temporarily.
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7.3 How to use the Manual Lock/Shim/ATMM options

1. Enable the Manual Lock/shim permission in the IconNMR Configuration, User
Manager window.

Permissions

& Priority Parameter Edit
[ Archive Data Exit (lconMNMR)
Supervisor Data Set Mame Edit

Essential Originator Criginator

| | Mail Spectrum PDF/PS
Email Motification DX DataMail

[ Jox Copy Edit Lock/Shim/ATH
[J 2P Copy ZIP DataMail

Print Spectrum Contral Printing

[] PoF copy [] emG copy

CMC-Verification

7.3.1 Starting the Automation

1. Type icona in the TopSpin command line to open the IconNMR Automation window.

2. Click on Run in the main menu of the Automation window.

Mew run
Stop Run
Pause
Continue
v Manual Lock/Shim

The Manual Lock/Shim option is check marked. The user then can choose between
manual or automatic locking shimming and probe tuning.

3. Setup and submit a sample.

4. Click on the Start icon to initialize a run.

n The IconNMR: Manual Lock/Shim/ATMM information box appears.
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M ICON-NMR: Manual Lock/Shim/Atmm

1J|"””il Manual Laock/Shim Mode

Here you may Lock the spectrometer manually using the BSMS
Keyboard, If you don't have a BSMS kevboard use the BSMS Panel
button to start the display module.

‘You may still abandon this mode and lock automatically by clicking on
the "autormatic” bution

Minimize this window to prevent it poping up,

When vou are satisfied with the Lock please click on the "Lock OK"
button,

After 10 minutes the user will be prompted and if no action is taken this
window will be closed and the automatic mode will be selected,

Cornimands

l Lock OK l l Autormatic l lE‘.SMS Panell l AT l

a2

| Status Line

5. Click on the Lock OK button a second window appears with the Shim options.

6. Click on the Shim OK button, IconNMR continues with the acquisition.
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# ICON-NMR: Manual Lock/Shim/Atmm

tanual Lock Shim Mode

Here you may Shim the spectrometer manually using the BSMS
Keyboard, If you don't have a BSMS keyboard use the BSMS Panel
hutton to start the display module.

B

‘fou may still abandon this mode and shim autormatically by clicking on
the "automatic” buthon

Minimize this window to prevent it poping up
Shim files may be lnaded and saved using the RSH and WSH buttons

You may also turn off the rotation during shirmming using the Rotation
onoff button,

Commands

[ Shirm OK l [ Autormatic l [E‘.SMS Panell [ AT l

[ RSH l [ WSH l

Rotation COff [%

| Switch Rotation off
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7.4 How to use the Easy Setup Mode

This section will guide you through the set up how to enable and use the Easy Setup
Mode.

7.4.1 Setting up the Easy Setup Mode

1. Open the IconNMR configuration window or type in the TopSpin
command line iconc.

2. Under Automation, select Automation Window.
3. Enable Easy Setup Mode in the Display section.

4. Enable Allow multiple experiment selection per sample.

For practical reasons in the example below, 4 solvents and 3 experiments have been
assigned to restrict allowing the user to access the list of all experiments and solvents.

5. Click on the Experiment tab.
6. Add 3 experiments e.g. Proton, C13CPD32, COSYGPSW.

7. Enable all 3 experiments.

Allow multiple experiment selection per sample

Solvents QOptions

Restrict available items to those listed below ([Empty list == Mo restrictions}

4= | Enable Experiment Mame ~ Experiment Comment

M PROTON 1H experiment
| N C13CPD32 13C experiment with decoupling, 32 scans, 235 ppm
j C COSYGPSW sw opt, COSY with gradients (magn. mode)

8. Click on the Solvent tab.
9. Add 4 solvents e.g. acetone-d6, benzene-d6, chloroform-d, dimethylsulfoxide-d6.

10. Enable al 4 solvents.
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| Easy Setup Mode
Allow multiple experiment selection per sample
Experimentptions
Restrict available items to those listed below [Empty list == No restrictions)
== | Enable 5Solvent Mame Solvent Comment
Acetone acetone-dé
CE6DE benzene-dé
coCi3 chloroform-d
: DMSC dimethylsulfoxide-d&
|

11. Click on the Options tab.
12. Enable the following options:
Use new style Radio buttons
Allow for this number of columns and select max

Include description text in button

! Easy Setup Model

Allow multiple experiment selection per sample

Experiments 50|\|'El'1t

Use new style Radio buttons

[ iallow for this number of columns:  (max

Include description text in button

13. Click on File and select Save.

14. Click on File and select Close.

7.4.2 Using the Easy Setup Mode

1. To start the Automation, follow the instructions in 5.4.3 Standard BACS, Sample
Case, Pro (232) steps 1 through 6.

2. Click on the Change User button to log out temporarily.

3. Login as Scientist_1.
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Sample Experiment Title Queue
3
Name  [Sample! v @®) PROTON 1H experiment | Canvone [ riority
Solent @ Acetone | O C8D6 O coci (C) C13CPD32 13C experiment with decoupling, 32 scans, 235 pp
) omso (O COSYGPSW sw opt. COSY with gradients (magn. mode)
Queus
Experimentsls
< >

The data set name and experiment number is automatically entered using either the
Spectrum Number Filename or the predefined Data Set Names option in the User
manager configuration window. The only information the user has to input is the sol-
vent, experiment and the title information.

4. Select the solvent e.g. Acetone.
5. Select the experiment e.g. PROTON.

6. Enter a name in to the Title block e.g. Carvone.

If there are many solvents and experiments listed, you can click inside the solvent or
experiment window. Then jump through the radio buttons to select the solvent or exper-
iment you want by hitting the first letter of the name.

7. Click on the Queue Experiment button.

& AutoSampler Position X

Position Sample in Autosampler

., Please insert your sample(s) inta
autosampler position(s):

-_‘:;' [ This is the last experiment for this Sample

Add Experiment Cancel
Submit this and previous ! Delete Previous Experiments
] H
Experiments for the sample: a for this sample
Add k Cancel
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The AutoSampler Position window appears. At this point insert the sample in to the
displayed position of the sample changer e.g. 18.

8. Enable in the Add Experiment section Submit this and previous Experiments for
the sample.

9. Click on the Add button inside the AutoSampler Position window.
10. Select the experiment e.g. C13CPD32.
11. Click on the Queue Experiment button.

12. Click on the Add button inside the AutoSampler Position window.

[Eaperiment Table

Hulder Mo, Salvent Experiment Pri Par Tikle/Crig Time User Stast Time

[T
p o7

-

Canone

* %
m
14

[T
[

n Both experiments are submitted in to the queue at the sample position 18.
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8 Experiment list

8.1 Default experiment list
N AL27ND - 27Al exp. no decoupling
N B117G - 11B exp. no decoupling
N C13APT - Attached Proton Test using jmod pulse program
N C13CPD - C13 exp. comp. pulse dec. 1024 scans
N C13CPD32 - C13 exp. comp. pulse dec. 32 scans
N C13CPDSN - C13 exp. comp. pulse dec. with signal-to-noise calc.
N C13DE45SN - C13 DEPT all positive with signal-to-noise calc.
N C13DEPT45 - C13 DEPT all positive
N C13DEPT90 - C13 DEPT CH-only
N C13DEPT135 - C13 DEPT CH,CH3 pos. CH2 neg.
N C13DEPT135p - dept135 with phase of previous C13
N C13GD - C13 exp. gated decoupling
N C13IG - C13 exp. inverse gated decoupling
N C13MULT - 13C automatic multiplicity determination
N C130FF - C13 exp. off resonance
N C13PPTI - C13 exp. with peak picking in title
N C13HUMP - 13C hump (lineshape) test
N C13RESOL - 13C resolution (half width) test
N C13SENS - 13C sensitivity (SINO) test
N CD1117G - 111Cd exp. no decoupling
N CD1137G - 113Cd exp. no decoupling
N CL352G - 35CI exp. no decoupling
N CL372G - 37Cl exp. no decoupling
N F19 - 19F exp. no decoupling
N F19CPD - 19F exp. comp. pulse decoupling
N GA71zZG - 71Ga exp. no decoupling
N HG199CPD - 199Hg exp. comp. pulse decoupling
N HMQC1D - 1D version of the HMQC
N MULTIPRESAT - 1H, multiple presaturation
N LC1D12 - 1H, double presaturation
N LC1DCWPS - 1H, multiple presaturation
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N LC1DWTDC - 1H, mult. WET suppr., 13C decoupling

N LCML12 - TOCSY double presaturation

N LCMLCWPS - TOCSY TPPI, mult. presat., 13C decoupling
N MLEVDCPHWT - TOCSY TPPI, WET suppr., 13C decoupling
N COSYCWPHPS - COSY TPPI, multiple presat.

N COSYDCPHWT - COSY TPPI, WET suppr., 13C decoupling
N HSQCETGPSIWT - HSQC e/a TPPE, WET suppr. 1 solvent
N N15 - 15N exp. no decoupling

N N15IG - 15N exp. inverse gated

N N15INEPT - 15N exp. inept

N NA23zG - 23Na exp. no decoupling

N NOEDIFF - 1H noe difference

N 0172G - 170 exp. no decoupling

N P31 - 31P exp. no decoupling

N P31CPD - 31P exp. comp. pulse decoupling

N PROB11DEC - 1H with B11 decoupling

N PROF19DEC - 1H with F19 decoupling

N PROP31DEC - 1H with P31 decoupling

N PROTON - 1H experiment 16 scans

N PROTON128 - 1H experiment 128 scans

N PROTONinfo - 1H experiment with info table

N PROTONCONLF - 1H exp. with conditional low field plot

N PROTONEXP - 1H experiment + expansions

N PROTONLF - 1H experiment + low field plot

N PROTONLFEXP - 1H experiment + low field plot + expansions
N PROTONNR - 1H exp. non spinning

N PROTONNREXP - 1H exp. non spinning + expansions

N PROTONNRLF - 1H exp. non spinning + low field plot

N PRONRLFEXP - 1H exp. non spinning + low field plot + expansions
N PROHOMODEC - 1H homo decoupling experiment

N PROTONT1 - 1H T1 Relaxation measurement

N PROHUMP - 1H hump (lineshape) test

N PRORESOL - 1H resolution (half width) test

N PROSENS - 1H sensitivity (SINO) test

N PT1952G - 195Pt exp. no decoupling

N RH103zG - 103Rh exp. no decoupling
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N SE772G - 77Se exp. no decoupling

N SELCO1H - 1D COSY using sel. excitation w/a shaped pulse

N SELMLZF1H - 1D homo. using MLEV17 and sel. exc. w/a shaped pulse
N SELNO1H - 1D NOESY using sel. exc. w/a shaped pulse

N SELRO1H - 1D ROESY using sel. exc. w/a shaped pulse

N SELZG1H - 1D sequence using sel. exc. w/a shaped pulse

N SI29I1G - 29Si exp. inverse gated decoupling

N SN119IG - 119Sn exp. inverse gated decoupling

N WATERSUP - 1H water supression test

N WATER - water supression

C COSY455W - sw opt. COSY45 (magn. mode)

C COSY90sSW - sw opt. COSY90 (magn. mode)

C COSYGPSW - sw opt. COSY with gradients (magn. mode)

C COSYDQFPHSW - sw opt. COSY with dq filter (States-TPPI)

C COSYGPDFPHSW - sw opt. COSY with gradients and dq filter (States-TPPI)
C COSYGPMFSW - sw opt. COSY with gradients and mq filter (magn. mode)
C MLEVPHSW - sw opt. TOCSY (States-TPPI)

C NOESYPHSW - sw opt. NOESY (States-TPPI)

C ROESYPHSW - sw opt. ROESY (States-TPPI)

C HMQCGP - sw opt. HMQC with gradients (magn. mode)

C HMBCGP - sw opt. HMBC with gradients, low pass J-filter, no decoupling
C HSQCGP - sw opt. HSQC sens. improved with gradients (e/a TPPI)
C HSQCEDETGP - sw opt. edited HSQC with gradients (e/a TPPI)

C HMQCGPML - sw opt. HMQC-TOCSY with gradients (magn. mode)

C HMQCBI - sw opt. HMQC using BIRD pulse (magn. mode)

C HMQCBIPH - sw opt. HMQC using BIRD pulse (States-TPPI)

C HMQC - sw opt. HMQC (magn. mode)

C HMQCPH - sw opt. HMQC (States-TPPI)

C HMBCGPND - sw opt. HMBC with gradients

C HMBCLPND - sw opt. HMBC with low pass J-filter (magn. mode)

C HSQCETGPML - sw opt. HSQC-TOCSY with gradients (e/a TPPI)

C HSQCETGP - sw opt. HSQC with gradients (e/a TPPI)

C HCCOosw - sw opt. CH-correlation

C HCCOLOCSW - sw opt. COLOC

C SELCOGP - selective COSY experiment w/gradients

C SELNOGP - selective NOESY experiment w/gradients
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C SELMLGP - selective TOCSY experiment w/gradients
C SELROGP - selective ROESY experiment w/gradients
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9 Contact

Manufacturer:
Bruker BioSpin NMR
Silberstreifen
D-76287 Rheinstetten
Germany

Phone: +49 721-5171-02
http://www.bruker.com

NMR Hotlines
Contact our NMR service centers.

Bruker BioSpin NMR provide dedicated hotlines and service centers, so that our special-
ists can respond as quickly as possible to all your service requests, applications ques-
tions, software or technical needs.

Please select the NMR service center or hotline you wish to contact from our list avail-
able at:
http://www.bruker.com/service/information-communication/helpdesk.html
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9.4 Glossary

NMR
Nuclear Magnetic Resonance
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