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Using CryoProbe

The most important thing Is

Be Careful.....
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Current Status of NMR LAB

Overview of NMR Facility
AV500in IBMS: 5mm TXI-Z (IH/N/1C , with Z gradient =» stand by)
5mm TXI-Z CryoProbe
AV600in IBMS. 5mm TCI-Z CryoProbe
AV600in CHEM: 5mm BBO & TXI-Z (H/1N/13C, with Z gradient)
DRX600in IBMS: 5mm QXI-Z (1H/15N/13C/31P with Z gradient) ,
5mm TXI-XYZ (IH/3N/13C , with XY Z gradient) and others
5mm : 1H , IH/19F , BBO, TXI(tH/15N/13C) , TXI-Z (*H/3C/3P)
8mm : TXI (1H/13C/15N) 8mm with Z gradient
10mm: H , *H /*°F , BBO

V800in IBM S (not availableyet) : 5mm TXI-Z & CryoProbe
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500MHz CroyProbe




Someone Is watching ......

Be Careful.....
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Cryo Tool

Computer Control

24 hours monitor
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In case of error message ......

Stop your experiment immediately !!

E cryo Main (Jul 09 2002)

Firmwware: 030917
Lp

State:;
Cryoprobe cold. &l zpstemns normal.
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Cryo Service

E Cryo Service
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Cryo Graph
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Cryo Log

Eacl-4: 77000 33I.LE23: Z9E.000 4.000 Heasl-d4: &5 23 I4 o
Flall-4 10000 32500 E000 10000 TWVall-4: £l 30 10 Log
15:45.15 SamB-14 S0.5Z% 75,370 300.313F Z97.453 23,363 7.520 6. 542
15:43. 15 REPORT: 2004,/02/26 In/Talwe/Swibaxi: 47 doea 0247 Fies: 030217
Baml-7: 33 L4l 385.34d5 1Z.ZEE &.981 TE.3287 Ll3.6%1 L15.307
SamB-14d BO0.EZ3 72,370 30L.06Z E59%.E5TD  E3.353 7.50E &.5&1
Eacl-4: 77000 33I.LE23: Z9E.000 4.000 Heasl-d4: &5 23 I5 o
Flall-4 10000 32500 E000 10000 TWVall-4: £l 30 10 Log
15-E1. 15 SamB-14 S0.5ZF 75,345 300.313F ZO9T. 462 I23.435 7.523 6.523
15:54.15 REPORT: 2004,/02/26 In/Talwe/Swibaxi: 47 doea 0247 Fies: 030217
Faml-7: 33134 IS.IEF  L1I.Z0E &€.208 77.002 L13.725 L15.8%3
Fapd-14 SO0.EZF 72,3701 300,313 Z97.401 I3.383 7.5L3 £.523
Facl-4: 7T.000  3F.L23: ZO9E. 000 4.000 Heaasl-d4: &4 23 40 o
Flall-4 10000 2500 E000 10000 TVall-4: an I 10 oo

1E-E5. 15 SambB-14 S0.E5Z% 78.371 30L.06ZF Z95.570 23,3684 7.5 6. 5E1
1E-E6. 18 SamB-14 EO0.EZ3 72,348 300.313F I97.462 23,350 7.5%4 £. B4
LE-E7. 158 Samb-14 50,552 75.371 30L.06Z Z95.570 23,407 7.5872 6. 5E1
15-58.18 SambB-14 EO0.EZ3 72,371 300.313F Z97.EZ4 23.373 7.5L% £.523

1E-52.15 REFORT: 2004/02/26 In/Valwa/Swibax): 47 doea D247 Fiem: 030217
Zapl-7: 3JZ.F8E 33.017 1Z.16E &£.30E T7.002 13.7%3 15.7%8
Fami-14 SO0 EEZ 7E.3dE 300.21F Z9T.EEE I3.4l1 7.521 6. 542
Zael-4: 77000 33 L3 IO 000 4.000 Heaael-4: &4 25 =B o
Fiall-4 10000 Z500 S000 10000 IVall-4: 3 LY ] 100
16:00. 15 SamB-14 E0.EEZ  72.371 30L.06Z I9S.E63 I23.39% 7.570 £.5El
16:01. 158 SamB-14 E0.E7E 75.34d8 300.313F Z97.585 23.360 7.543 &. 542
16:0Z. 15 SamB-14 EO.E7E 72,371 30L.06Z I9S.&63 I23.398 7.529 £.5El
16:04. 158 REPORT: 2004,/0Z2/26 In/Valwe/Swibex)i: 47 doea 0247 Fies: 030217
Haml-7: 33.11F 38.34E  1Z.Z37 £.981 TE. 984 L3873 15.311
FamB-1ld SO0.&dd  T2.3dS 303.393 I9S.&01 I3.422 7.5E65 &.5&1
Bgel-4: 7T.000  3F. LD ZSE. 000 4.000 Heael-d4: &4 28 F9 o
Filall-4 10000 3500 ES000 10000 ITVall-4: £l 30 10 Loo
1E-0E. 158 SamB-14 E0.&dd  TS.348 303,100 ZST. 453 23,354 7.543 &. 542
16:0. 18 SamB-14 E0.&67 75.34d8 303.3d> Z9T.EIZ4 23,350 7.5E3 &. 542
1E-08. 158 SamB-14 E0.€80 72.348 303,592 IST.EI4 23,3593 7.513 &. 542
16:03. 18 REPORT: 2004/0Z2/26 In/Valwe/Swibex): 47 doea 0247 Fiee: 030217
Haml-7: 33 L4E 3E.39F 1I.ZEE &£.30E T7.008 L13.830 L15.945
BamB-ld S0.&€50  T2.3ds 303.&45 ZST.EZI4 I3.4l1 7.521 &. B4
Eacl-4: 77000 33I.LE23: Z9E.000 4.000 Heasl-d4: &5 28 Z3 o
Flall-4 10000 32500 E000 10000 TWVall-4: £l 30 10 Log
16:11. 158 SamB-14 S0.667 7S.345 303.7d5 Z9T.400 23,407 7.529 6.523
16:1Z2. 158 SambB-14 B0 &6T 75.37L0 303.79% Z8T.EEE  23.347 7.520 &. B4
16:13. 158 SamB-14 S0.&dd  7S.37L0 303.3d7 I95.63%2 I3.408 7.530 6. 561
16:14.15% REPORT: 2004,/02/26 In/Talwe/Swibaxi: 47 doea 0247 Fies: 030217
Baml-7: 33.13& 39.017 1Z.Z39 &.305 TT.002 L3.868 15.941
FapB-1ld SO0.E8T T2.3dS 303.78% Z9T.E1& I3 402 7.521 &.523
T7.000 33123 Z9E.000 4.000 Heaasl-d4: &5 28 7 o
10000 3500 E0OD 10000 ITUall-4: a0 10 0o




Simple Outline

 Hardware Checking

Make sure the system is normal

 Temperature Setting

= e 5
File Setup Comtroel Data Dyal Help
Sample temp. m
Target temp. _L::har-glz |
Always — | Keep the default
4_!'I'E'H1'E'|'_ =El M., .
ON !11 , Setting value.
Gas Flow P il Never Change!!!!
Coollng hHETi I




Check spinner (sample holder with yellow line) position
Lift gas (make sure there’s lift gas) {click botton}
Load sample

Lift off (now the sample should go down slowly) {click botton}

Lock the solvent ( “lock” {command line}, and click on your D-solvent)

Wobble ( Don’'t need to change cable anymore!!l)




Data Collection Easy 1-2-3

1. start a new experiment : new or edc
2. read in parameters for standard experiment :rpar “CRP_*”

3. Adjust parameters for your own sample
( dl+ag has to be longer than 1 sec)

Please read the Pulse and Power Recommendation from Bruker




How to optimize condition?

*Experiment Name: 2D 15N-1H HSQC
*Experiment Type: Using echo-antiecho, f1: H, f3:N
eStandard Parameter Set: CRP_2D 15N HSQC ETS
*Pulse Program: hsgcetf3gpsi2
*AQ parametersto check
1H pulses
pll (high power, ex: 0dB), pl (900 pulseat pl1)
p28 (trim pulse, ex:1m)

Others

cnst4 (J H-N , ex: 90H2z)

d24 (1/4JH-N)

ol (for 1H)

03 (for 15N)

1 sw, 1td (for F1 dimension, N)
2sw, 2td (for F2 dimension, H)
dl

ns(=1*n)

ds(>=16)

rg




Experiment (1)

Experiment Name: 2D 15N-1H HSQC

Experiment Type: Using echo-antiecho, f1: H, f3:N
Standard Parameter Set: CRP_2D 15N HSQC ETSI
Pulse Program: hsqcetf3gpsi2

** Let's see what happen without 15N decouple??

Experiment (2)

Experiment Name: 2D 15N-1H TROSY

Experiment Type: Using echo-antiecho, f1: H, f3:N
Standard Parameter Set: CRP_2D 15N TROSY ETSI
Pulse Program: trosyetf3gpsi

Experiment (3)

Experiment Name: 2D 15N-1H CRINEPT
Experiment Type: Using echo-antiecho, f1: H, f3:N
Standard Parameter Set: CRP_2D 15N _CRINEPT
Pulse Program: crineptgpph

(p.s.) Using AU-program “ splitcrinept” to process data




Are you ready?

Let's go!!
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