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nTval EXPNO pag’e iwp@ Emnovsv 9901 OX¥7 OX N IN) 1 NAME
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Y793913-97 )10 M0 .1 NHav

MDNN NNON DVNI ND?)

DMIYP TIT NVINAY VI P2 NNHNNN 3 COSY COSsYy
[nkpdabel

2ANINN TIT NI NI P2 NINNN 4 NOESY NOESY
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(NN DY) DMIANIYN
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179990 TIT1PINT NOIID P NHONRNN 6a_HMBCI1h15nnofilter HMBC
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ANV N DWP HMQC

299901 777 DPTNY PO P NIRND 6¢c_ HMQC1h103rh 'H-1%Rp

DMVP YV B HMQC

DMWP TIT POIAY PNVIID P2 NIRNN 7 TOCSY TOCSY
DY N

2NN TIT POIAY PNVIIV P2 NIRNN 8 ROESY ROESY
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0PN 02300 1NN TOCSY 157X 9PN NO HY YT 0MONM MRDOVIN NN COSY Hv
NTOPNA PNOOND PIT NN IXPT IWAR MY 22901 v WD TOCSY -1 .niNg ymNa Y
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FPrepare for a new experiment by creating a new data set and
initializing its MMR parameters according to the selected experiment type.
MNAME filename
ExPRHO 1
PROCHO 1
i DR chbrukentopspind 3(2.0)
USER usernarme|
Sokvent COCl3 v
Experiment 1 _Proton w
TITLE
Put title here 2
W
| ok || cancel || moreino.. || Help |
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ANMNN Y DITTIN MW XN 20-2) 1P 2INIT WY PRYNY ¥ . ppm-1 NP>TIN DIND 2NN
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N 19791 YV ppm-1 3¥971 VDI NN D) DY .XIN 150-5 — (PVIIAN T12793) JINI-NVIND
D»NYI NN — NYIL YN 1N YNNRND NN XINND NN DY 0NV DINVPIDA DTN

TIVN Y9V NIPOYN TPORNDYN 192, NONMN 1570 DX JIDN NN 712YN) 005N H) 7102 . & | oy
)A0N DPNY ppm 2 OINRNNN
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TN IR O enter, sw NTOPN OT SY SW 010790 NRWAIY NTTHRN MIN 2N NN DION
.DYIVPADN ¥IINN DY 1IN VLOINN R OWN olp TOPN .F2y F2 1ona amin Hv
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5v 235 ININNY 1IN MR O2P nxy F1 199031 SW nx 1119 nman by o»p ox (7, °N
5990071 DY YRI) 5 NAPN TN TP TIT DPIYIN-PA MNP . DOYY NPDIL DINVIION
POVINAY DINYPN DIINON NN P 1YY TI¥ DINNN( NYNNNA

1N, OND) NAYNNA TNX MY )IT) DIIVPAD >IN DIXIT KDY DITVPID DMP N ON
MNMOINA DINNNY YN I2 1D .Y 99 IX M9 *9Y O2P nxy F1 11m9m2 SW nx yiaph
T OX WTNN DXNNNDY D0NI9N IR NNYY ;)13 DINNN ONX PITAY PNOINN YD Tin

NMV99190VH 21N L)
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PNV KY) OINK DIYIN PN ¥ NMR orvpso
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W0ms v Gain[h]l | < | s 02 [ oo |[4
Midbase = Time[ms] ‘ < | > ‘ 09907 [~ 00001 |[4]
20ms v GanPd | < | 2| 32z [ om [4
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2pwp sz A EHERAQE[cEe»pt 4|5 wR

2210, NPN MINND NN (NMNDIVNR) DTN NON NINNA DXOIVN DITPI : INNYD PRI

NN NVND PN, TPNDITN MINN DY NPVUN DR NPDVPIVIX MWD Y 81 111D, X ¥
NINN IMNX NN PN, TON INN NP PIND ,MDOPIVIN IND ,TON I8N NOYNY PIND ,ToN
,027900 90 INXNN NN PHND ,NHTIPN NANIND NTNY ,INN DITVPIDY DMWY TUND

NN MY ,AMIN DD NN PSND ,NANN DO NN PSNY ,01I0P90N D2 NN PSND ,INNY ,NIND
,PA0PIVIN MYNIN NN ,NAN MNP PTHND DDV IN/ DAV INSNA NNAD , MNIN
.29 NN PNND NNOMIN L8 Y9 NN L8 29 MWNIN NN

AN PPIN .0

DYILVPHDLA .f] P2IND T P MRSN PPN TR THNY 0 vpd HMBC oyyvopsoa
NINDVIN P DIDINOM NV TN MIRIN NN PN 1N TNX WP 71T Nnrnn HMBC
Yo 21N Y9N DIDNN TN Y5 COSY D1IVPaDA .NT 7192 NPMTHN XD NIND DY
NN 0012 DMINKRN DO M 221N NOIORN ROESY -1 NOESY 0170p902 . (NINDMOIN)
.00 090N HSQC-Yy HMQC ,TOCSY 0110pa01 .0»20w 1N D»2rn

SV IV IN NNYRIN NNV DY 120¥2 121D XND NN NINI NON . - oy XNY N .ph TopN
592 77172) M OY MN .NNY 100D >72 Add 9I1N25) 1202 IMONHY NN T2 NN DITVPID
1MN) MINK NNY 92w (YVAIN N VYW wnnwn Xomm HSQC-5 T8 mpr90n mmv »ny

R
P2 NIV MYYD W IR NN . MNMYN NN PSND YT 5Y XN (MO0 MM IDIN
DYTRN IPN KNI 12 DIPNI) DX ITO NI PPN .MNYNIN MNYD MIDTY OY MNYN

970 NN PPN .NVNY NYYNID NI DY 712 T2 0 5y q259y2 TYNNPY NN YY) PNN
PN DY T12 72 1 DY 925y NPONNY NNINDA NWUYI (PDIND DTN IPNN PINI) PYNRI
JPXNN DX (DV1AD T 4 5y 8 M0wy 1o 2 5y XN NINON PPN DYV .NVNDY NOYNID
PN NN NN PNND ¥TD c] |by N9 (HSQC-5 1nyna ,any IX) 07110 7Y 1IN NN

NN )NPPNN DX (DAY 1D 4 9y 8 ey 1o 2 SY \NNY NINON NPPN DPDA .NINN NN
IND PPIN NONN NNRSY YT 4 sy Narhpe)
02N IP PPN D

W2 i n Non .Processing — Baseline Correction...[bas] v»ann wnnwn WX bas 1opn
.Auto correct baseline using polynomial (No¥n21n NMHYRI) MIYINI N2 .NND» DIDIN
oy MmN (525 Cancel W) MMYH OK Hy \N5 7252 F2 9na Apply to axis: DIV NON
1252 F1 9na Apply to axis: 9n2 oyan X N2wan

9395 VUIN V1D N

-y10 ©VPaY1 F2 Hw sf-5 79yn NN 035N . 7Iyn X 01w st 1PN NOMISH D1IVPIDa
,HSQC 011vpava .ROESY-1 NOESY ,TOCSY ,COSY ovpao Mmay Fl1-12 o »1mmom
Sv sf-n NN (NDHWNN May QONIV DIVPIDN YW 19 F1 983 79yn HMBC-y HMQC
DINN DXYIN 9N YW NMR 010990 n1107 797102 3 1DV %95 = DNd 9199 PO
2NV ND)

I¥INVIN .20
NPNY TN N2 HMBC- HMQC JHSQC ,TOCSY ,COSY nn1 o1 0¥93»0N NnXy

2995 N> ROESY-21 NOESY-2 0°95000 nnsiy NN nnwd .aminn mnd Yy N1yn
.0y S NaonNnn M PIN N NOE-n phn by nmn

! .
DY NN DNVIN POIND N NN TPNNOLIN DY ION . I Sy \NNY N .Int TOPN
Y 1DI9N WA 25YN NV .NTI) DY T22 T2 DIIVPIDN DY 125¥2 TIONNY NNNDY



o B
.DNMDNN DOYNLIN NN PNIN Integrate: a 102>

I_'_I
4 5y ) 0wy 1o = 9Y NNY MPNTVIRN DPDA.0PP YNV PPNYN T .DMP TNOVIN

.DYYNLINRN NWI NN MNKIY Integrals NWD HY XN PWRIN NN .(DVIY >TD
09300 PNV .0

TN INWIY AN MIVON NN

+
DYXW DI 93 HY 1) NINDY ¥ DITVPION DY . L DY NYINDA YY) MT DIDIND DD
OND

mabun .

(INNRN MWD PYNNIN) 00N D1IVPHD PR O HMBC ww HMQC ,HSQC oyhvopav May
Mo OK Yy X\nY .columns 7N1Y v Projection (sum) of — NTw2) proj mopnd v

X Mv .Processing — Display Projections...[projd] v»1ana wnnwn W projd 1opn
COSY 5v F1-5 .01m1-v7 mna 1N EXPNO 555 7772) »1oomn-1nin Xpd F2-2 EXPNO

v> HMBC-y HMQC ,HSQC-5 .F2-5 2 nunnnw N1 ymMxa wnnwno v NOESY
NTIPO 1NNV NIYYNI WNHNWNY ¥ DMNNI DITVPID PN DN .DNNNAN DITVPIDI WNINWND

.999 PROCNO-2 n¥mW proj
710970 IV

NOESY ,TOCSY ,COSY-5 nox "1n0oria NMR 0y70p90 N7 79792 NN NOTH
HMBC-y HMQC ,HSQC-5+/2D_hom.xwp 5>¢¥ LAYOUT-1 o>wnnwn ROESY -
A+/2D_inv.xwp Yv LAYOUT-1 o>wnnwn

MINN MTAYNI TP9990 VINIY .2

5270w BGPA10 )91 9200 oy BGU 11 05 003879 NN ¥ 400-1 10MI0VP02
NN NN NNV TNX 7PN 199 .NDWIN HY Nnna Nnd>on (eddy currents) 071 M>127y0N
HSQC- COSY may ooonan

Topn) COSYGPMFESW 0111190 N X11pY v COSY -5 01vnI9 o1 > 1o
NORN 0VNI9N NN MY .(rpar COSYGPMFSW all

PL1 38 0,-3,-6 : 9MNN DMPNY
P1 NMIVY-11P292 90° 9 TN
NS 1

DS 8

PULPROG  cosydfetgp.2roy
FnMOD (F1) Echo-Antiecho

GPZ 1 30
GPZ2 10
GPZ3 50
CPZ 4 -60

Notepad-Y proyno1 LOPLN NN N2 YN .cosydfetgp.2roy DONAN NN NN DNON
c:\bruker\topspinel.3(2.0)\exp\stan\lists\pp 771902 MINNN NN NP
.edpul->file->import yxa> v>» TOPSPIN2-2

VN NINY DY D5 setnmr3-2 setnmr2 NN 9PoNND ¥ Avance DN DIVMIIVPIDI
.DXO291 NIO0INA

;cosydfetgp.2

;avance-version (00/04/28)

;2D homonuclear shift correlation

;phase sensitive using Echo/Antiecho-TPPI gradient selection
;with double quantum filter using gradient selection
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;$CLASS=HighRes
:$DIM=2D
$STYPE=
:$SUBTYPE=
:SCOMMENT=

#include <Avance.incl>
#include <Grad.incl>
#include <Delay.incl>

"p2=p1*2-0.8"
"d0=3u"
"d11=30m"
"d13=4u"

"DELTA=p16+d16+d0"
"DELTA1=p16+d16+8u"

1 ze
2 d11 setnmr2”0
dll
3dl
50u UNBLKGRAD
pl6:gpl*-1*EA
d16
pl6:gp4
d16
pl phl
DELTA
p2 ph2
do
pl6:gpl*EA
d16
pl ph2
DELTAL1
p2 ph2
8u
pl6:gp2
d16
pl ph2
DELTAL1
p2 ph2
4u
pl6:gp3
d16
4u BLKGRAMP

11



go=2 ph31

d11 setnmr2™0

d11 mc #0 to 2 F1EA(igrad EA, id0 & ip1*2 & ip31*2)
exit

phl1=02
ph2=0
ph31=02

;pll : f1 channel - power level for pulse (default)
;pl : f1 channel - 90 degree high power pulse
;p2 : f1 channel - 180 degree high power pulse
;p16: homospoil/gradient pulse

;d0 : incremented delay (2D) [3 usec]
;d1 : relaxation delay; 1-5 * T1

;d11: delay for disk I/O [30 msec]
;d13: short delay [4 usec]

;d16: delay for homospoil/gradient recovery
;in0: 1/(1 * SW) =2 * DW

:ndO: 1

:NS: 8 *n

:DS: 16

;td1: number of experiments

:FnMODE: echo-antiecho

;use gradient ratio:  gp1:gp2:gp3:gp4
: 30: 10: 50:-60

;for z-only gradients:
;gpzl: 30%

;2pz2: 10%

;2pz3: 50%

;use gradient files:
;gpnaml: SINE.100

;gpnam?2: SINE.100
;gpnam3: SINE.100

;$1d: cosydfetgp.2,v 1.7.10.1 2005/11/10 13:18:56 ber Exp $

ov readonly-n NN V211 2D _homold.xwp-5 2D _hom.xwp ¥23pn NN pnyn
7902 LNANY 295 THY BIIIND DIRNNY NNXNN NX MW ploteditor-> ©351 2D _hom.xwp
.2D_hom.xwp 5y readonly-n nx 23w Syan .7y P12 Hw Topspin plotting

wpar 3_COSY all n1opna 3 COSY-1 00u1n790 NX NY

12



7o) NOESYPHSW orvmian nx x1p> w» NOESY -5 0vni9 yond »15
NORN DVNI9N NN MV (rpar NOESYPHSW all

PL1 38 0,-3,-6 : 9NN DMPNY
P1 NMIY-1IP92 90° DN TN
NS 2

DS 4

.wpar 4 NOESY all n15pna4 NOESY-1 001990 X MY

Topn) HSQCETGP 0vunion nx x1pd v» HSQC-5 0vn19 pond » 1o
NoRN 0VNI9N IR MY (rpar HSQCETGP all

PL1 38 0,-3 ,-6 : 9NN DIdPNY

P1 NPIV-112222 90° NOIIN DAY TNN
P28 1000

PL2 0N -3 ,-6 : AMNN DMINY

PL12 TINON NI9ND

P3 NMIV-11292 90° NN O TN
NS 2

DS 16

PULPROG  hsqcetgproy

GPZ 1 80

GPZ 2 20.1

Notepad-Y proyno1 LOPLN NN N2 YN .cosydfetgp.2roy DOAN NN NN DN
c:\bruker\topspine1.3(2.0)\exp\stan\lists\pp 771902 MINNN NN NI

;hsqceetgp

;avance-version (05/10/28)

;HSQC

;2D H-1/X correlation via double inept transfer

;phase sensitive using Echo/Antiecho-TPPI gradient selection
;with decoupling during acquisition

;using trim pulses in inept transfer

;$CLASS=HighRes
;$DIM=2D
$TYPE=
-$SUBTYPE=
;SCOMMENT=

#include <Avance.incl>
#include <QGrad.incl>
#include <Delay.incl>

"p2=p1*2-0.8"
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"p4=p3*2-0.8"
"d0=3u"
"d4=1s/(cnst2*4)"
"d11=30m"
"d13=4u"

# ifdef LABEL CN
"p22=p21*2-0.8"

# else

# endif *\LABEL CN*/

"DELTA1=d4-p16-d13-4u"

# ifdef LABEL CN
"DELTA=pl6+d16+larger(p2,p22)+d0*2"
# else

"DELTA=p16+d16+p2+d0*2"

# endif *\LABEL CN*/

1 ze
d11 pl12:£2

2 dI setnmr2”0 do:f2
d11 UNBLKGRAD
pl6:gpl*-1*EA
d16
pl6:gp2*-1
d16

3 (pl phl)
d4 pl2:f2
(center (p2 phl) (p4 ph6):12)
d4
p28 phl
d13
(pl ph2) (p3 ph3):f2
do

# ifdef LABEL CN

(center (p2 phS) (p22 phl):13)
# else

(p2 ph3)
# endif *LABEL CN*/

do

pl6:gpl*EA

d16

(p4 ph4):£2

DELTA

(ralign (p1 phl) (p3 ph4):f2)
d4

14



(center (p2 phl) (p4 phl):f2)

d13

pl6:gp2

DELTAL pl12:£2

4u BLKGRAMP

go=2 ph31 cpd2:12

d1 setnmr2”0 do:f2

d11 mc #0 to 2

F1EA(igrad EA, id0 & ip3*2 & ip6*2 & ip31*2)

exit

ph1=0

ph2=1

ph3=0 2
ph4=00002222
ph5=0022

ph6=0
ph31=02022020

;pll : f1 channel - power level for pulse (default)

;p12 : £2 channel - power level for pulse (default)

;p13 : f3 channel - power level for pulse (default)

;pl12: £2 channel - power level for CPD/BB decoupling
;pl : f1 channel - 90 degree high power pulse

;p2 : f1 channel - 180 degree high power pulse

;p3 : £2 channel - 90 degree high power pulse

;p4 : 2 channel - 180 degree high power pulse

;p16: homospoil/gradient pulse

;p22: f3 channel - 180 degree high power pulse

;p28: f1 channel - trim pulse

;d0 : incremented delay (2D) [3 usec]

;d1 : relaxation delay; 1-5 * T1

;d4 1 1/(41)XH

;d11: delay for disk I/O [30 msec]
;d13: short delay [4 usec]

;d16: delay for homospoil/gradient recovery

;enst2: = J(XH)

;in0: 1/(2 * SW(X)) = DW(X)

:nd0: 2

:NS: 1 *n

;DS:>=16

;td1: number of experiments

;FnMODE: echo-antiecho

;cpd2: decoupling according to sequence defined by cpdprg2
;pepd2: £2 channel - 90 degree pulse for decoupling sequence

;use gradient ratio:  gp 1:gp 2
; 80:-20.12 for C-13
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; 80: 8.1 for N-15

;for z-only gradients:
;gpzl: 80%
;gpz2: 20.1% for C-13, 8.1% for N-15

;use gradient files:
;gpnam1: SINE.100
;gpnam?2: SINE.100

;preprocessor-flags-start
;LABEL CN: for C-13 and N-15 labeled samples start experiment with
; option -DLABEL CN (eda: ZGOPTNS)
;preprocessor-flags-end

;$1d: hsqcetgp,v 1.2.8.1 2005/11/10 13:18:58 ber Exp $

2D _inv.xwp Yv readonly-n nx Y021 2D _invold.xwp-Y 2D_inv.xwp Y23pn DX pnyn
Topspin 1902 VNNV Y95, 7OV BIIIXY DIRNNY MNYNN NX MW ploteditor-> ©ION
2D _inv.xwp 9y readonly-n nX 2w H¥an .9mwy 97111 YW plotting

wpar 5_HSQC all n1opna 5 HSQC-1 ©vni9n nX My

Topn) HMBCGP 0vnion nx x1pd v» HMBC-5 90199 1910 715
NONN ©1VNI90 NN MY (rpar HMBCGP all

PL1 38 0,-3,-6 : 9NN DMPNY

P1 NMY-1IP72 90° POV DD TN
PL2 0N -3 ,-6 : IMNN DIMNPND

P3 NMIV-11792 90° IN9Y O TN
NS 2

DS 8

GPZ 1 50

GPZ 2 30

GPZ 3 40.1

.wpar 6 HMBC all n15pna 6 HMBC-1 ©v1m790 nX v
799 NI INDID VIV .3

VYD YTID-1T VI VINYTI DPDD XN 400-N TVMIVPI0 H¥ BBO-N YNDHD PRY INNRN
MNY NMINKIN 29191 DXADN DYIPI) I INY wN'T M3 ORI ROESY- TOCSY ,NOESY
-n)ON9)2 NOESY 910 112 .09 MDY 0701099 NN KD ,AYAIT 991NN 129 M2

NN v v TOCSY-1 .BBI-5> onra v ming »&on TN 9-5 pl qvn1on 5w »»wa BBO
15.7-5 pl11 nx ROESY-21 5.8-5 pl10 ,900 N5y nomin
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FEEEEEEEEEEEEEEEEEEEEEEEEEEEEEEEEEER
g YOI IR BBO-n »n92 0»190-Y11 1102 Y5 DX NIND 112 XTI 500-0 90mI0po0Im

m 9”2 YVND OV 70 PLIT Ny P1 nx mavwd w» BBO-2 wnnwnb »715 .BBI-N 5w Nt sxn mnol
m,>C) %N pyan 295 PL2 nxd P3 nx niws v HMBC-1 HMQC ,HSQC ~1ay .2 nao®
B 1080 N190 DV TN 292 PL12 nxy PCPD2 nx nuwd HSQC mayy nbava (lggHg w SN
: -1.SP7-1 SP3-21 PL-n 5w 79y0 NN 0517 ¥ NN 0y1 000219 oy HSQC-1 .2 n5avag

.2 19202 Poon N2 Y 7YY pll1 X ROESY-21 pl10 nx muvws w TOCSYm
G e EEEEEEEEEEEEEEEE NN NN EEEEEEEEEER

'—-—-—-—-—-—-—-—alla,—’i.—’;—}‘m-n-.,vm9 Y 1203 A .2 1730

u XM 500 n NN 400
5 BBO BBI & BBO BBI
" pL Poge PL Poo> @ PL Py PL Py PYD
: 3 11.0 3 8.5 : 6 9.0 -6 5.6 'H
s 131 15.3 558 9.9 TOCSY 750 niym
® 230 25.2 57 19.8 ROESY 190 n7°m
: 2 10.0 -3 12.4: -6 15.7 Bc
: 17.7 62.0 11 62.0 : 154 100.0 C-n vy nom
B 78] 3.29 [ ] -1.76 BC nmx oy 09w
: 0 13.5 -4 20.0: -6 22.5 SN
: 15 121.5 15 180 : 154 159 PN-n g no
m 555 -0.86 [ ] -4.89 N ¢ oy oo
: 3 10.1 -3 11.9 : -6 11.0 “’Hg
: 19.1 62.0 11.7  62.0 : 8.8  100.0 "’Hg-» Ty nion
[ | %Rh

f

D099 NININI AN NN .4

DYIVPID NTTR TATNIN 29D PIVINY DY DN AN NN TITAD 1N Y T1D-1T ND?N DY
M IR Y10 1) HMBC-y HSQC-5 .P1 901795 79yn DX 99191 6 919 7110119 NMR
ND) DINK DY IN PN YW NMR 010990 N0 PATIN 292 THXINND PYIN DY D90

.P3 901195 79vN DR 92915 6 P19 7()HIVIND

DYIVPAD NTTH TITNI NNY NID INYT DPIN . TINISN NI9N NN 0) HD»oH v HSQC-5
PN, BCon NI TRXIND PY NIV NON 6 P39 (NI KY) DINK DIYIN PN ¥ NMR

DINNY INND TIX N19NY garpd Y¥ D099 MMM DwHnwn 595 717111 He w

PoN5 1333-5 7y NPNY 912> NMIYITPINI NI9NN DI 2NN .)IVINBY MON’ 2N DIIVPION
1993171 AN DY AN WHRNWNY 9Ty .XIMDIPA THXINN PYI 79791 DIVPADN AN
TN DN NN NN NID DIDYIPHL DINNT DI NN NDIN TN NIDNY T JNMNY M)

NN TYTID IX 7 DYWIN 29D D19N 2N NONIN NN IAPY 112 .NIVINIVN MDY NX I9WN)

$ oY NN2 ONYRI DITVPID XIM PVINAD YIN XIP NN IMN TITHD X7 .09N 2N

95 89y ©ONNNY PL13-y PL12 ,zgpg-Y pulprog nX mw .09191 5195 77189 D0 9N

P1 nxy 6 0520 (10119 XD) ©INK D290 1919 5S¢ NMR 010pa0 nm1n? paT1Hn
21N D)PON DN INYNRI DINVPOD Y1 NN TIv0 P PLT nx mvw .PCPD2 5195 yaInd
LDOND P NN 02apnw Ty PL1T NN opn »Ow N0 o) PLT nx 57n
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400-1 D9VMIVPIVA NV PANS YV NNSE NN NaY DIOND AN 191N .7 BOWIN
X713 500-19

HSQC-% Tin'x n1on"% n'0719

-~ - - "Hg BBI500
— - —"C BBI500
— — - %Hg BBI400

dB/o719n nonan

3C BBI400

— - -3¢ BBO500

0 ‘ ‘ 199
50 20 90 Hg BBO500

pus/o719n 1IN

NP PIY.DPIWHID 80 YW NYY STNNM NN PODN NYY TNR NN vy 1 TOCSY -2

58 .COSY-5 90y nnT 010p90m 029 DYP 71T MNINND YW NDM9 NS 11 INY
355w 90° HY D919D 1MDN PADN NDIWI NHXIY .NPIYIDD 100-1D 9N PADN NYOWI NN TIND
N YON NNRXIIY DT DIIVPADN 9N 2N DIND DY DD INY NPIN NN . NMIVIPIN

ROESY v nt o212 n»mxa 89 mnxnn 12m TOCSY S mnxnn vwonn

225 5¢ 5w 97NN N0 (P 1S 90mI9) Paon Ny TN nr nws 1 ROESY -2
10 YT RINY (T'1p) POON NPW YW HROPYIN T TY NPNY TN YN .IWDN

90° H¥ D91 NN PODN NYY) NNKY .NMIWK 300-n 1N XY YaN (T1) Mo P¥OPHI
P20 HAN 917 DIVPADN TNV ANT DINN Y NG TNV NPIN NRXIY .NPIWVIPN 110 YV

D) AN .DIRNNN IR V9NN A0 von nnsiyy TOCSY Sw 1t »19232 nyiva &Y nxnn
5719

NINOPYIN NNNHYN IS .5

779 7170179 NMR 01090 N7 PATHN 295) (N990) PXOPYIN 9T NN TTH N9

PNOPYIN I3 DX 0 719 NOESY "2 . 7nmN 02)yny 0393000 DY ndann (13
TN DIYNY DXDINDA DY NP2 DO

qunv90 NX My HMBC-1 ROESY NOESY ,TOCSY ,COSY-> .AQ 2019517 NN 0w
o D1 qvmon nx mvw HMBC-y HSQC-5 .AQ mns naann msophin vy DI

Y10 TV (€Xpt NTIPOIIMN PITAD JN)) MDNN AT TN NRNIND DX 1IN PNOPYIN
NOESY n1705 . mMINSIND NN NP 00PYPN My 0>7axn Yax D1 ax aspd ynm
NS VNN 9 299N MNOPYIN 1YY D1 qvmi9n nx mv (EXE 7189) momnd ROESY

AQ

NOESY n10Y .90y noynn 1d8ophan a1 v i o8no D8 nx mw NOESY-5
NOYINN TPSOPIIN YIT W MNS IN P PWYH D 70n190 NX Mmv (EXE 77185) momnd
.0.35-n Y P15 nX 9>7an Ox Yan D8 0ypna P15 qun191 wnnwn ROESY-Y .Aanma

7990 IN VNI NH92X30Y (NIIN NINDND) NINVTION .6

DYVPAD NPT TN . WDW 701791 295 N2 NONN NOXPN YTHIN-1TN DINVPIDI
NNNININA D2 wINYnY 17 GM-y EM npspnan 920 11 799 nors NMR
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NON NOXPNN WNPNYND N DTHIN-IT DINVPAD NIY O THIN-TNA DI DIVNNYNY
.F2-2 GM~ F1-2 EM nm75 ,799)2 1391 551 0 DI10179)

: VP FID-5 70102 nymdxnNnm Moo NPNPND MW wnnwvwng N NON NPIPNN G0N
00apn 1 M SSB ox .SSB 2115 7w QSINE- SINE n»spnab .QSINE- SINE
NN DXNMA MY)IN NN 0121 2 MY SSB oy .My)In NX 03NN NTI910 NN
SINE 5w nn any 511 QSINE nyawn .5n0102 IRXIN ©°92pN ;2 DYN .ATI9010

VIVIP YW DY VYD DMP 1D DX NON NIN PN wpnwnd PR EXSY 15 'mnd nond
MNOP WY (D) 101 2 HYw SSB oy SINE 1ona wnnwn

99993 -1°2 MANNNY VNN NN .7
.8 DYVYIN 29D DIYAD) NON MONRY DY NNYD ¥ N1 DINRNNN NNXNNN MNDN NN NN ¥TH

MNINNNN DIVP NN 71T

1PV NHND NHIRNIN

N 8-n op fi-2 NTI9NN DNXN
MV OV PN AMI NN

TONMND PYINI OINN NN

TRN WP TIT T8N VAP OINN NN
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N%599) 122 NHPNRNNY 02901990 HINAT NN OYWIN .8 DIVIN

an

N B3C 15N 6a_HMBC1
TNRNNN h15nnofilter
TPYI NHNRY
13C
79NN ORN
8-njop fi-a
2 171911 DN ND N
8-nyop fi-a
NN
NO
<10 Hz Yo 2 0 WP 3N o J0Hz
MOV HY OO DY |
5g_ HMBCsh
ortrange
40-510 9!
>60 ppm XN Se_ HMQCsi
Sp
—<— 5d_HSQC
5f HMQC
19> 124-162 Hz
. MIP TN NN
5_HSQCsis <=60 ppm >60 ppm —<— 1919 190N |
2
P 1293 >09ON
5¢_HSQCsi <=60ppm | 55 HSQCsi ~127 Hz
- sp 6f HMBCn |73 00N 6_HMBClo
ofilter 158 Hz wpass2
6e_HMBCIp
aromatic 6d_HMBC1
» AT9MR ONN 1) paliphatic
8-nop fi-2
N
>30 Hz PN AN NN
11 MV HY
5m_HMBC1h
12561 15nshortrange 0567
>90 ppm NN Sk HMQCsi
v 0NN NN splhl5n
—<— 50 5 HSQC1h
15n 51_HMQC1 q919 N 124-162 Hz
h15n .
Sa_HSQCsis <=90 ppm >90 ppm
p21h15n
5i_HSQCsil <=90ppm | 5, HSQCsi 6j_HSQClm 6g_HSQClrl
h15n splhl5n ofilter owpass2
61_HSQCIrl
paromatic 6h_HSQClrl
paliphatic
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DINNNN TN PYNT POVIND P2 TN IWPY DN 5990102 DDINNNY DIV NP
TOVY NI 3PN JINAD TIND NNYT WHNWYND MO NHRD NOVINNN DOV .()PIN IX YIN9)
)PIN2 DOWNNWN XD DMPNN 2172V INNMD) TYNN DMINDA 1PN JPIN DY NNRNNY

40-1 YOP VLI PN AN ORMND TN PYNN DY PN XIN NNNYN NV NTINN ON
NN (12) 20-n 5y1) POIND SV PN AN OX . HSQC »©22a oownnwn (1pan M1y XN 30) XN
60 -n MNa yns Hv onnn ox NINK (5] HSQC1h15n) 5d_HSQC ©>vn190 nx N2
AN oxX NINX .51 HSQCsilh15n) 5S¢ HQSCsi-a wnnwn (90 ppm-n nina ypin) ppm
NN (Sa HSQCsisp21h15n) 5 HSQCsisp2-1 wnnwn XN (6) 10-0 7MIN POV YW PN
.(5h_ HSQCsisplh15n) 5Sb HSQCsisp-21 wnnwin

30) X7 40-1 JOP VI IPN AMTN TINKN PYIN DY X2 XIN NNNWYN NI NTINNN DN
NN N2 XN (6) 10-nD 91T PVIND HW PN AN ox . HMQC »92 o wnnwn (1N May XN
5f HMSC-2 wnnwn nnx .(Sk. HMQCsisplh15n) 5S¢ HMQCsisp 0101n790

(51 HMQC1h15n)

5g_HMBCshortrange-1 wnnwin X1 (30) 40-n N2INT VI DY NTINN DN
.(5m_HMBC1h15nshortrange)

PYNM PO Pa (N ,3,2) ©Y27 DIVYPY DN 6 19001 DINNHRY DIV NP
(3P3N IN YIN9) DINNHN TINSN

.6a_ HMBC1hl15nnofilter ©»1v1n191 wnnwn jpins

DNIN D197 DX .TAN IYP TIT MNIXNNN NN 191D TNXA NHN NN NN )IND
DIVNI92 YHNYN NN DIDIN XD DN .MYNIL DT ¥ HIN LY DIIVPIDN

n7119n0 0N 6] HSQClrnofilter-y 70 mnwn ana yansa n19nn ox 6f HMBCnofilter
DVNIN YHRNYN TN OVNIINY YVPIN TINIK 19N DIXI DN .INY NV

oN 6g_ HSQClrlowpass2-1 X7 mimwn an7 naa n1onn ox 6 HMBClowpass?2
0’10179 WNNWN DPVONN DIWPN NN P 190 DI DX .INY N0 NTI9NN

o~ 6h HSQClrlpaliphatic-y ¥7n mnwn ana yanaa n11onn ox 6d_ HMBClpaliphatic
DIV YNNWN DMVMIND DIVPN NN P 19N DI¥) DN .INY NIV NTINN

ox 61_HSQCIrlparomatic-y X0 nmwn ana yansa nT190n ok 6e HMBClparomatic
N N2 NTIONN

N2 . (optimized) 201N NDIN 1N MIWP 2N TIINN MR NN 991 cnstl3 VNPI9N
129N, MYV ND HY PRY NN INTNA DN TIIND 292 IMN NNWY 117 .XIN 10 XN DTNnn
IMN DY YR IVIND-NVITND TIIND YOI NINY INND VT TNINN NIYIAP ON
MY DYTAND

ININI DOVNINY DIVDYN DINVIID HY DY DOIYP TN TION MNP DT TWUND

124 P2 >9Wp-TN TINN MR NP2 DORNN MY NN .Jlowpass2 H¥ MO NN DIIVPION
cnst6-1 AN VPN WIAPN NN DION INN DINNN IN TN I DINNY T2 NI ONX .XIN 162-)
YT N TAND DX NOW IN WY TAN DXAVIP TSN OAP IUND .cnst7-1 9n12 )1
NN 127-9 099K X0 158-H ORNIN YVNIND T ND .1p DN MDA 0N MY
.CNst2-9 1NN ©ONY I INX TSN WNIAPY IO T DN

4 NYAN 99 YTIN-TN MDD D) \>IND W (8 P9 NND) TIINN-THN DI W1AP NN TYTHY »1D
HMBC-n nnwxIn nMIvn HYv 0901099 1NN DX DV

199992 -1°2 NIRNNY )/N1N %0 .3 NHAV

N0 NNON 00099 N

TN WP TIT JINSY NVIID P2 NHPNNN 5 HSQCsisp2 HSQCsisp2
D099 YAINI MY NN DY -
(NN DY) DX aANYN

T WP TITIPINY PNOIID P2 OXRNN 5a_HSQCsisp21h15n 'H-"N
DY0919 YN MYPI) NI2N DY - HSQCsisp2
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(NN DY) DX aANYN

TN VP TIT JIND PVIID P2 NNPNRNN
DYANIYN DD MY MWNI NI DY
(NN DY)

T WP TIT 1INSY VI P2 NIRNN
MY NN DY

T WP 71T 1PNAY VI P2 INNN
MY NN DY

TN VP TIT JIND PVIID P2 NNPNRNN
oy f1-2 239!0 TN N9 KYY
DY) DANIYN DO MY NN
(RN

TN VP TIT JIND PVIID P2 NNPNRNN
f1-2 59379291000 TN NI9N RYY

TN WP TIT YINAD PNV P2 NNPNNN
(Y71 40 Dyn) TINND 02N DDIND N2Y

PO WP TITIPIND NVIND P2 NNPRNN
DXANIYN DD MY MWMNI NI DY
(NN DY)

TR WP TIT IPINY POIND P2 NHONNN
MY NN DY

TR WP TIT 1PN POIND P2 NHONNN
MY NN DY

PO WP TITIPIND NVIND P2 NNPRNN
oy f1-2 239!0 TN N9 KOS
DY) DANIYN DO MWK NN
(RN

PO WP TITIPIND NV P NNPRNN
fi-299¥9m0 TN NI9N KYY

TN WP TITIPIND POIND P2 NHINRNN
(Y71 30 Syn) TIND DN DDIND NIY

29 9901 77T YINSY )IVIND P2 NINRNN
YNNI DIVP 3 POV DIVP OV

NI NNV MIVYP TN NNRNN DI
DTN OV (NN 162 Ty 124)

299901 7T IPIND PO P2 NINRNN
DV 119N KDY DMIVP 3 IpOya DWP DV
IVYP TN NNNNN

29 9901 7T 12N92 IV P2 NHRNN
D190 IUND DIVP 3 IPOya DMIWP DY
DYTINN HY AN NNV MIVP TN NNHNRNN
DMLYON DINNDY DINNN

299901 7T Y2N9Y 1NVIND P NHNNN
D191 IWNI DMVP 3 1POYa DIWP HY
DTN SYW ¥ NNV WP TN NNHRNN
DYOLMIN DINPDY DINNN

29 9901 TIT YINAD PNVIID P2 NPRNN
DV 119N KDY DMIVP 3 1Pya DD DV

5b_HSQCsisp

5¢_HSQCsi
5d HSQC

Se HMQCsisp

5f HMQC

5g HMBCshortrange

S5h HSQCsisplhl5n

51 HSQCsilhl5n

5 HSQC1hl5n

Sk HMQCsisplhl5n

51 HMQC1h15n

5m_HMBC1hl15nshortrange

6 _HMBClowpass2

6a_HMBCI1h15nnofilter

6d_HMBClpaliphatic

6e_HMBClparomatic

6f HMBChnofilter

HSQCsisp

HSQCsi
HSQC

HMQCsisp

HMQC
HMBC

IH-I5N
HSQCsisp

IH-5N
HSQCsi

'H-"N HSQC
TH-BN
HMQCsisp

'H-""N HMQC
'H-'>N HMBC

HMBClp2

HMBC

HMBClp

HMBClp

HMBC
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VP TN NNRNN

299900 777 12N32 )OS P2 NHRNN 6g HSQClrlowpass2 HSQClrlp2
TURD) DIVP 3 PO DWP YV

2N NNV NIVP TN NHRNN DMI9N
DTN OV (NI 162 Ty 124)

179901 777 Y9N3 NOIIA P NONRNN 6h_HSQClrlpaliphatic HSQClrlp
D190 TWND DIVP 3 IPoya DIVP DV

DYTINN YV AN NNV MIVP TN NNHRNN
DYVLMHN DINPDY DINNN

399901 777 1IN VI P2 NHNRNN 61_HSQClIrlparomatic HSQClrlp
D190 TWND DMV 3 IPdYa DIVP YV

DYTINN YV AN NNV MIVP TN NNHNRNN
DMVMIN DIINDY DINNN

299901 TIT YIN90 PNVIID P2 NNPNRNN 6j_HSQClrnofilter HSQClr
SY 1991 NIY DMIWP 3 YA DYP DY N

VP TN NOXNN

239991 -122 DIV WIAP NI .8

v W) F-3 T8 mron x50 (e e TR VP TIT DI NP NN TITNHD

Y TN NN TITAY 11 .57 ©1IWVPIDN IR T2y .pl12 120 nTHPNA (1178 N19N
955 .DYIVPADN HY MIN DY NIYWN TT0) ON PIITH INY MAPN TR Y THNR-1TH DIIVPIDNI
N¥J2) )12 MWD NI DY XKD NI 12 MWD DY DIDD 197 YTHN-1TN DIVPID YIND

NN )30 calculate sum MAIWAN NN N2 .proj NTHPN MIYWNN NIN NN NN HINON
Last -2 9300 5v nmyYyn nwm First row/col-1 9300 Sv nnnnnn N7vn by 0901nn

TN MIAP DN TTH .NOYWNN NN MNAY » 13 rep 999 1opn .OK Yy ynv row/col
.DX2310N Y35 NDIWON DY MNIN .DIVPADNN

X HMBC) »101-y10 ©)70p9010 XN, TN THND 21YID-PAN TININND VAP DX YT 771D
TITHY D) 7NN OX .DMVNI IMN DY NYAVN 292 YTIN-TNN HPIN BDIIWVPID NN (HSQClr
NMVYINLN NN 289 v PC-1 2C NannN NRKIND PV HY TPNIVIVRA NYIINN NN
DYIVPOD NX INDY DINDINN D2 128 IN 64-D (ds) NNT INDIN 190N NX YTHnY ,20N
NSO DAPY T YTNN-YTN DIIVPID YNNI NAD YTNHN -TNN

TIIR THNY 3592-192 HNPY 3P NTTNY 79N 0% .4 N9V

YTRN-TN NNRNND OIVNI 0VNI9 MO
6k HMBClp2dummy 6 _HMBClowpass2 HMBClp2

61 HMBClpdummy 6d _HMBClpaliphatic HMBClp

61 HMBClpdummy 6e HMBClparomatic HMBClp

6m_ HMBCdummy 6f HMBChnofilter HMBC

6n_ HSQCIp2dummy 6g HSQClrlowpass2 HSQClrlp2

60 HSQClpdummy 6h HSQClIrlpaliphatic =~ HSQClrlp

60 HSQClpdummy 61 HSQCIrlparomatic =~ HSQClrlp

6p HSQCdummy 6j HSQClrnofilter HSQCIr

TIYA IR PPN KD YTIIMN-TNN DIVPID NN Fr-2 Mg PPN 899 HMBC-n nx 12y
2TRN-TNN DVPADA NYN MXPND Yoy PRI Fr-2 ON P8PNe Hyand 8 HMBC-
Ap 72 9 phel 0,phcO 180 ©>M T30 ThN DIWVPIYY MW PROCNO nns
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-TNN DYIVPION DY DITIYN THNX 337 . 2y N¥ND DIFON NN NN .DON¥IPN NOPYIN

IONNDY NIV NN N . s Sy NN NPIN INND ORNPY TS NYNA NN N YT
DNIN TRIN IN 2N .NNNY NNV 182 NONA NYND-Y shift oy TN O»THN-TNN 7Y NN IN2

WD DIDONY TY MYIN NWIZY DY NDON N . % % % DY NNND IN NP2 T

NN 5.2+1.2=6.4 X0 TN NP 9 DOWINI NHNTY . TONNN MIINN NN NP .DIPND
5w PC-1 2C navnnm NRYIND AOLIPN NYAINI PAINY 11N

DN ITIN-TITH DIIVPIDA DININDN 9130 NN Yy MmN .(0.010-0.002)/2=0.004ppm
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