DOSY (revised at 2025.02.25)

1. Sample &H|

A MEHE o QICHH E|= 2 Viscous $F solvent & MESHCE
i, MEISH = QICIH A|B7F B =& solvent £ AMRSHH &

1. Convection compensation O| 7+s%t pulseprogram 2 AHESt
solvent & AIE5tE 2 2X= gl= H

ii. Viscosity(mPa*s)
1. DMSO(1.99) / D20(0.89). Benzne (0.60)
2. Chloroform(0.54), THF(0.46) / Acetonitrile(0.35) / Acetone (0.31)

B. NMR tube = ZHtH QI 5mm NMR tube & AHESICEH

i.  Convection O] 221 W= 3mm tube At A

1. 0]&{ 5mm > 3mm adapter & Fiof &

ii.  Convection O] ®2{& M= Shigemi tube & AIE3IO L E
C ks HYS =2 & AHE

i FH ZFEAL0 4R 202 ZE
i {8 ZISIH aggregation O 2/dat.
D. 7|2M2ZE spinoff HE.



My 11

//BEAZ Y= R0 = talic 22 BASIRAS//

A AEE 91 lock / tune / shim 2 $tCt. (Jock / atma / topshim tuneaz)
B. 1D proton AHEH 25
N

mjo

%
i A= peak =2| S/N 2 ZQISICE(.sino) [HE : S/N >500:1]

i.  Inversion recovery 8% =2 null method 2 73 7ts

1. T14fe 1~5Hf BE2o| D142 HE
1

A. T10| 23| BE2tE D12 zA 2s0|4 A2 ZHs HEY
i, ZEHEIX| AUS 2= D1 E 5~60FX2 A (1H DOSY o &)

D. DOSY 1D & 0|&5}0| dosy parameter 52 H7d&
i. 1D DOSY AHE® (starting point)
1. Mz2 24§ 2h=Ch
2. Experiment 0| A ‘dosy1d.led'E 41E#SHCY,
MHAMZO| 2} experiment ME{S CH2H| sfjof &
- KAIST 20| M= PULPROGE 'ledbpgp2s1d'Z2 HE= ALE
3. ChZ m20HE& 782t
A, GPZE%] = 2
i.  GPZ6[%]e= 2~5FEE WZEIs
B. D20s]:0.1s
i. Stejskal-Tanner diffusion delay : Spin-echo
i.  005~05()2 d8E7ls [HY :0.05~0.1s(2237]), 0.1~0.55(1-&2AH)]
C. P30us] : 1800 us
i. Gradient duration
i. 500 ~ 3000us ALOJOA] EFZ A (3000us 0|2 EEi AHEFXI)
D. D7:2 ~5s
i.  P303 D202 Z=FO| 40|22 UL X2 IS ALETHCL
E. P30/(d1+aq) < 0.05 O|0{OF probe 7t 1FLIX| @tz
i, e 2F 2 AME A
i. 0> 0.0018 /(2+1) < 0.006 is fine
iii. G_dutycycle(8*p30+3*p19)/(d1+d20+8*p30+3*p19+d21+aq)<0.05

F. NS= 829 Hix== 2FoCL (AT :8)

G. Receiver gain 2 AHA$HCE rga

H. g2 AlESot zg

|| AHEHZ SHOISICE efo > apk > absn



1D DOSY AHE™ (end point)

1.
2.

3.
4.

/e MR (starting point)2| HEE SAISILE jexpno
GPZEI%] = 95 2 WMABICE
A. 80~95%7HX| HH 7ts

HES AEfBiLh zg /] FOAANE rgas GHX| ¥ A
A2HEHZ QISP efo > apk > absn

Starting point 2t end point 2| AHEHSZ AXA Hlu

TLTY

End point A% ZC0|AM bl ofo|2 V' ZEBCL . md
Starting H A& 2 EEt2XO|N dragot0] ABEH 3IHOZE drop $HCE
FHe] AHEYO| intensity Xt0|7F 20~50 Hf &= XO|7t LtH OK
A BHUE peak E HIXSHH =0|E HHS MOl scale B 7ts

i.  20~50 Hi(AVHD400,AS400), 20~100 H(AVNEO400, AV500)2H
B. Scale O] XY5IX| o™ Of2fof 20| XSO CHA| HHEAH

i.  Scale O] 20 H{O|2tO|™ d200|Lt p302 58 A

ii. ScaleO| 100 HiO| &Y ZALO= d20Lt p302 &Y A

i.  O|23tA Xo|7t & BR0l= GPZ6 & 2~5,80~95 2 =7

iv. P30 3000us O|2t0|0{OF SlE2 E& D20 22 HA =P A=Y

A

M CH
= o



a3 1: gradient 273 2E (ML, pulseprogram (5t

.- . '\,l.
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o wl 'y

III'; d20 E=p30 &2 £ good!

o

d20 £&=p30 Z71

gt e

A B c

STE + LED + BP - BiPolar gradients

woo | ] [ 011,
- A s vy

512 512
G, _— ‘

312 302

# X 7ts3t #F (2025.02.25)

- 1H : dosy1d.led / dosy2d.led

- 7Li : dosyld.led.7Li / dosy2d.led.7Li

- 13C (INEPT)  :dosyld.inept.13c /dosy2d.inept.13C // quaternary carbon & #Z&7t
- 19F : dosyld.ste.19F / dosy2d.ste.19F  // HE 2 SW S AFESHX| 2 A



A. 2D DOSY 2HE® 27| (pseudo2D method)

Vi.
Vii.

viii.

Xi.

Xil.

## ICON-NMR Of| A A}

ME2 d3g THEL

Experiment Ol Al dosy2d.led & &4

1. fle HAEYRE, OHE AFT2 10| = S n2H &
2. KAIST 20| M= 7|2 2t0|E2{2|2| DOS

TDIF11E 1622 HF

_<
i

Z
1

1. Fitting & M F23% point & &E357| M= 13 0[4 AHY
2. EXEO| Lty 30| 40 As Z20= O 2 TDFNE 4
3. LCIEH TDIF110] 258 AlZt2 FHHZE F7te

NS@t DSE B (ES NS 8, DS 4). NS = 89| Hif=

D7:5~60s
1. TS 58S ER0= maxT1 2| 1~5Hi2 &7
2. BE ZR0|= 10s 0|22 #HZE (1H DOSY)

CHA O AFEE gradient YOLA AHAtS] F)

2|
starting pointi Mg gradient HlE (0> 2)2 2

end pomtE % gradlent HIE (0> 958 2
TD [F110 2782 2 (Ol>16)2 2

L 2 Y= (linear ramp)

Ht2 g AEStE 42 ER0= OKE 28
M0 28&l= HYAIZEE expt BHOZ &QI7ts

o
e,
rr

T
IE

A. AFE AEOl| supervisor EEH0| A 0{ofst

B. &2 dosy2d.led(Z82 DOSY)Z2 MEiT

=0
C. &t 52| parametes B0 A edit all acquisition paramter & £ &
D. ®19l iii ~ x NX|E HABIC}
S E/otrt,

E.xi 280|AM Cancel 2
o
=

F. return to iconNMR

=
225t icon-NMR 2tHO 2 Z0F2 = submit $FCt



3. DOSY 2HEZH ZA (Topspin 3.x)

® Topspin 3.x O A 2D view 2 £7|
1. ProPars &2 22 edp
SIF212 TD[F2]atel 2 HHE A7 SI[F2] = TD[F2]*2
SI[F1]12 32~ 128 =2 MY
PAMOD [F2,F11€ (pk,no) 2 &7

A2HERO| phase & &

v~ wWDN

& ¢
1. rser 3> absn > phase Z8(ph) > % > q' > e
25 Y //F2 Z2E FTE HE&
abs2E &8 // F2 £9| baseline & Atsx%

o

setdiffparm 2 YH // transfer key parameter

0jo

eddosyE ¥LH // dosy plot O ZHEl parameter 82 28Y = U
0. dosy2d setup //2d 2HEHZ HOE ZH|ZY

11. dosy2d //2d AHEHOR BOF
® Diffusion coefficient A4t

1. xRPZ2 HBZ abs2

= © © N o

2. setdiffparm
3. ATt B89 Analysis >Dynamics = T1/T2 (StEF 18 2 &xX)
1. Hem oto|Z= 28 (FID)
A. Spectrum 2 28
B. 3 H S2t0[AE MEA
C. Phase(phE HF1 q'
2. FHE Oto0|2E =&

A MBI R St peak FHES UHY

(Peak/Ranges) = Manual integration

B. g“export EZ 521, export Region to Relaxation Module 2 &4
3. MH®f O}0|F MEH#(Relaxation)

A. Peak 7| 22|7} EE|1 peak HEO| 2 Z20= area & MH

B. Peak 7} overlap £|0{UE BR0= Intensity & ME (HE)
4. UH® Ofo|Z =& (Fitting)

A. Close & 28

B. FnType = 'Vargrad'E =QI5t1, List the name = Difflist 21 X| 20l
5. CHAEXH Oto|Z =& (Calculate)

a Plygoz A nx

- -

B. HECZ O peak 8 E0E A7 HEY = US



¢ Vuee aze gozass AHE +

dlo

D. HEQSE 'Calculate fitting parameters for all data’
6. OXHR OfO|Z 22! (Report)
adg 2

Analyse Publish View Manage @

|J hh Mulgiplets_] ‘M Line Shapes = | ‘ b Dynamics = | ‘@ Structur

&3 Q@ O M T172 (t112) ‘
‘200wl e20 ) LE 6

Determine T1/T2 relaxation
YOSY 5 1 D#FD using various fitting functions.

metmm | DemeNaee . AcnniPare | Ti#la | Molealiean Manke lndfaaeale ©a !

| I Fid H Peakszanges‘ | EA Relaxatmn” b Fitting H @ calculation H [-] Report|

B & J|

Save Regions To 'intrng’
Save Regions To 'reg’

Export integration regions
Export Regions To Relaxation Module and ret.
Save & Show List




4.DOSY 2HEZH ZXM (Topspin 4.x)

® Topspin 4.x O A 2D view 2 £7|
1. ProPars &2 22 edp
SIF212 TD[F2]atel 2 HHE A7 SI[F2] = TD[F2]*2
SI[F1]12 32~ 128 =2 MY
PAMOD [F2,F11€ (pk,no) 2 &7

A2HERO| phase & &

v~ WwDN

-
1. rser 3> absn > phase Z8(ph) > D > Eu > 2D |
X2 & oYY //F2 ZO2 FTE HE
abs2E Y // F2 &2l baseline 2 X&x2H
setdiffparm 2 YH // transfer key parameter
eddosy S Y™ // dosy plot O ##El parameter 2 2™Y = U
0. dosy2d setup //2d 2HEHZ HOE FH|ZEY
11. dosy2d //2d AHE™OR BOF
® Diffusion coefficient A4t

1. xPER H3Z gps2

= © © N o

2. setdiffoarm
ATt BHO| Applications »Dynamics > T1/T2 (StEH 18 3 &#X)
1. XER Ol0|Z& 28 (FID)
=2

A. Spectrum = &

B. 3 ® £2f0[AF MH

C. Phase(phE X1 q'
2. FUHIR 00|22 =8 (Peak/Ranges)

A ENBIDR Ot AEY FY

HJIO

e

B. é HES %21, export Region to Relaxation Module & &4
3. ME® Oto|Z 4 EH#(Relaxation)

A. Peak 7t 22|7} |1 peak HEO| 8 ZR0= area & MH

B. Peak 7} overlap £|0]/US BR0= Intensity & MEH (HF)
4. UYBR Ofo|2 =8l (Fitting)

A. Close & 28

B. FnType = 'Vargrad'E =I5, List the name = Difflist & <l
5. CHAEXH Oto|Z 22 (Calculate)

Ougez au am

=~

gjo



B HECZ O peak & HOIZ 07 HAY + US
c Yuese oze gogzEoss ANy 4 U

ag 3.

a5 - Mixtures ~ = Fragment based screening (fbs) Ig_ Dynamics «

.‘ - f‘ﬂ\‘ X R@.Q"‘ ‘ T1T2 (t112)
L il + A -
B . » {-'I'-} ¥ i /-E;éi -’Ir\f‘—\_ - Determine T1/T2 relaxation times
4 using various fitting functions.
»| SPECTRUM | PROCPARS ACQUPARS TITLE | .
4 -~
o B | | |

Save Regions To 'intrng’
Save Regions To 'reg’

Export integration regions
Export Regions To Relaxation Module and ret.

Qowa & Qhoae | ict




