Sy FRAMLF
ECP500, ECA500 NMRIER =1 7L (552 4R)
2011.10.22. ¥ RS

BR
B8 BXRREEEERT R « 2RTHE

1-1: Y7 LOHE 2
1-2 : Y 7INOBA~Y LOFEEFT 4
1-3 : 'H NMR I 8
1-4 : "°C NMR fiE 12
1-5 : COSY & 18
1-6 : AR TH 25
$28 : [5A 1 RITAE

2-1 : DEPT I 26
2-2 : #NOE % 30
$ 38 : [SA2RTAIE

3-1 : HMQC 38
3-2 : HMBC 45

F4B: TNV a—FT127 48
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'H, "C NMR Wi J7IERE - -+ - 20,30 mg A%
'HNMR O LB ERF « « +3mg ~ 20 mg FEENEE L1
(‘(HNMR @ EfR 30 mg F2E £ T, TFRIX 0.5 mg)
K BC NMR O AHIERE « « +20mg ~ 100 mg FEENLE LI
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1-1: o FLDFHE
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1-2: o FNLOBA~T AOFIEE T

1-2 : 9T IWVDBA~V LDREET
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1-2: BT NVOBA~T LOFHEE T

X 1 : Z£(ABORT)IZY > 7 /LD
SR HERRAR & >y R 720,
BAFFHEFOAR N
. A (ADVANCE)IZY v 7 F
— @Az,

EREEX )DL 91 [STACMAN] tE»rivi-A— b o7 I7— EiZtE Yy
Naed 2, HOWT =AYy hEENREWVWTHDLDOT, 77 —o0lhls
AR H U (ADVANCE)Z N, iHfADFF%E TR > T Ty F&T 5,
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1-2: BT NVOBA~T LOFHEE T

) B o r—”'“"—
l - l LT‘ .% "“‘ i l 7 “J 'S /a
e e 1|

Al AcETONE-DS
| ACETONITRILE-D3
|| BENZENE-D6

oostied | ;l
¥
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o 8

| TN STV | T | e,

3 : Sample [Hj i

@ VrFIrEty hLiA— b T I—DRAB Y NEBOHTEATT
% & TIVRARIRIZ BEIICR VA E AU S,, Sample State & Spiner D43 53
T EBEMNTOE | BRI D DEFFD,

@ WA RINT S

@ 77V byatuyRE T,

® HEBWICO v 72 B30 IV Y AEEDB L BNTRD D),
ForMN, 2B ORE [LOCKON| [IDLE] (2725 D% £2(F 1+ X4 5H),

® Lock Control ® Gain O#XF % 22(7AE2Y CDCL ThiuD)IZ G, Reset
& Recall D DOE T % HEFR.

@  (Recet & Recall DD 500 LL T OH4A) Auto Shim % Z1, 72 ([T H




1-2: BT NVOBA~T LOFHEE T

T 5 &, @THAZE O U E T Shimming (2285 DT, Ziu)s IDLE
\ZE D DD ERFFO(XS),

F£1: 779V &y I REZ L EMLUT-H#
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1-3: 1H NMR # &

1-4 : TH NMR I GEEFIARRE 1~2 5)

=) E

| 89[%] | | 63[%]
6 : Experiment 78 % >

@ Experiment 7R > &7,

@ HERT A —E T,

® MEE—F

'HNMR Z#I7E 3 % & & —"single puls.ex2 or .exp”
Z & OK

£ : ECP-500 ClX.exp, ECA-500 Cl.ex2 T,



1-3: 1H NMR # &

Single Pulse Experimen

e global 'std_proton_autophase.list’;| m

Pulse

total_time I 00:00:53
x_angle 4'45[deg] | 4
x_90_width 13.6[us] |Ix901 |

x_pulse 6.8[us] |
relaxation_delay II4[s] I

7 : single_pulse.exp
<Header % 7>
@ filename (4T, /— FES, AE, HEEDIRICE X AT
(5 : SAKAIO2090Fr6-10-1H 72 &)
® auto_gain (ZF = 7, ECA-500 Tl auto_filter IZH T = v 7,
force_tune |3 '"H NMR D Z4 2 HI7E 3 5 RFIFEARRIZAE, £ T COSY 72 & D
2WIENMR ZHIET H X TTF v 72 ANTEL 2 L,
<Acquisition % 7>
® scans [ZHEFEIEZ AT GEEIZT 7 4/L @Y 8@, ¥ 7LD 1 mg 2
FEDRFIZ 128 BT 2 &)
submit 27 U w7, B TH 7V ID 2R L T EEW] L LoD
DT, ZDEFEFGCO %7V v 7,
WHERKTHET ¥ — MRS INET, COSY WERE 2WITHEEITH & &
ITZFDOEFELTEL Z L,



1-3: 1H NMR # &

(%) IHNMR HIEICE T 2 R/INT X =5 —DERK

SAKAID2090F.

Single Pulse Experiment

CHLOROFORM-D

e_global 'std_proton_autophase.list’;|
¥i
¥4

7 -1 : single_pulse.exp

<Header % 7 >

filename + + + TDEET 7 A NAITR D ET, B TRT, #EDEDERDT —
FROPBENBSL LI T4 T — &) TAE] TEE] ORI L
SPELERT D K DI,

sample_id, comment * *+ * TDHLDEY AT T, BHROMLER L,

process + +  JIEMK TH, LD LD RUHEAT O OmAIZ OV TRRIEL Th
5, 7 74 /L hTOK,

auto_gain * + + F = v 7 FF|T|3 Receiver Gain(f% i) DA HEIMICIRE L TL< I
Do WHFIXTF =y 7 LN E0,

force_tune + + + F = v VRHIITHERNZA — FFa—= 7 %1ToT< b,
'H DA DEFITEARRNARE,

<Instrument % 7 >
solvent *+ + * HIEREAZFEET 5, MEZ2WVWE I HEE,
recvr_gain + * * Receiver Gain (fR18) DEAE 2 H5E TE 5,

(Receiver Gain &3 ?)

NMR OREREE, 7 VA TEZIEAE =T —DRY 2 — L DERBRIZ\Ne b D,
ZOENRKRETED L, BT 7T ANKRESHTELRERE, X—2F A 7%
Wi > TLE S, —HENNSTED L, BT 7T AR5,

B CRET D LR 05720, 8HE X auto_gain (ITF = v 7 & AU THEBR
(CRRE S HT2 R,
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1-3: 1H NMR # &

| Pulse |
total.time 00:00:53
X 90_width 13.6[us] (190 |

x_pulse 6.8[us] |
relaxation_delay II4[s]

7 -2 : single_pulse.exp

< Acquisition ¥ 7 >

x_domain + -+ - WERMEEIEET 5, ' HBT 74V ~, "FNMR &l 5 & =13,
Z Z % fluorine ({27 %,

x_offset+ « « BLAIELFH O H.00 % ppm HALTHRET 5, BHEILT 7 4/ TR,
x_sweep *+ + - BIHEHZIEET D, BHFILT 74/ F T,

Y x_offset 2% 5 ppm T, x_sweep 2% 15 ppm 72 51X, -2.5 ppm 2>5 12.5 ppm % |
ELET,

x_points =+ + FEREOBUEIPHZ(TESTL2ONEETE D, AT TEIMEFE
BAHIZN2 b DT, ZOBEN/NSTED MO THWF ¥ — MIRDD, K
T EDL LHEICRFRIN D05, BHEITT 7 40 F TR,

scans * + + fEGEIHL,

x_prescans * * * FHEATDZEAF ¥ (X I —AF v V), 1HHIERT 0[BT OK,
mod_return + + + 7 7 4/ kT OK,

<Pulse # 7 > Pulse ¥ 7134 T7 74/l h CTOK T,

total_time + -+ + & FtOFERREH

x_angle =+ « BT 7V v FIAHITONT,

x_90_width + + - 90 E£/ L 2 £ DA,

x_plus + « = 7 U w7 X0 FE LA DGR

relaxation_dlay * * + EFEO 7 VU v TN LR ERIRREIZR 5 (HEEFN T 5 £ TO
FE LR WERFORF B/, Z 22/ S$TE D & SRR L& SR
B ZOTLE IO, FOHPIES, —HFRTED &, HEITKRRD D)
o
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1-4: BC NMR &

1-4 : °C NMR I3 (FRFARSE 5 S EELLL)

[‘" hp_coloc.exp
hp dept_dec.exp

89[%] 63[%]
8 : single_pulse_dec.exp

@ Experiment 7R > &7,

@ HERT A —E T,

® MEE—F

BC NMR % HlliE9 % & % —"single pulse_dec.ex2 or .exp”
Z & OK

£ : ECP-500 ClX.exp, ECA-500 Cl.ex2 T,

12



1-4: BC NMR &

CHLOROFORM-D
Single Pulse with Broadband Decoupling| CYCLOHEXANE-D12

e_glohal 'std_carbon_autophase.list’| m giﬁ‘_l”

¥4

Carbonl3 .

3.66667[us] |
| Proton Iv

ir_offset IIS[ppm]I |

8 : single_pulse_dec.exp
<Header % 7>
® filename (4T, /— FES, AE, HEEDIRICE X AT

(51 : SAKAIO2090Fr6-10-13C 72 &)
auto_gain, force_tune |ZF = 7, ECA-500 TiZ auto_filter (ZHF = v 7,
<Acquisition % 7>
@ scans [ZFERE A A AT) (F> 7V E 100 me)ld 64~128 ], @ (Y 7V
30 mg)ld 256 [B], U & & (V2 7L E 10 mg PLF) 72 5 1000~10000 [E] 723 H 22)
<pluse ¥ 7>
FERAFHFRI SR X T,
submit 27 U w7, HEWAS TH 7V ID 2R L T EEW ] L LoD
DT, ZDEFEFGCO %7V v 7,

13



1-4: 3C NMR H5&

(A72aV)°C BERICEFRBEERL LWEE(HRIEICHIGA)

JE L« View ZJHW5 ik

Spectrometer Control @ View([X|9)% 7 U v 7 4% & View Vector & Process Vector
#7073 LY TNAEA LTHERIOHER TE £ 10, X 11), 4 8%
FRHTWDNE I POFERR ETIE, BHRZIBLLEoTIEIN,

772U, ZOHEIT 2D NMR ICIIE 2 £ A,

19-0CT-201112:37:57 | 19-0CT-201112:38:23 || 0000026 || |

10 : Vector

14



1-4: BC NMR &

T T ke |
53120} -s |- o] 55 20 -5 1o

19-0CT-201112:38:09 | 19-0CT-20111238:23 || oooo0:4 || ||

73|
(W

% 11:  View % HWW 7@ EGE O R

=110

J715 2 : Copy & W5 Fik

Copy 27 Vw735 NETCOBREETOMELANZTv— FE2HRIFELT
KRLET, 77 ANABIX(BONDTT2T 7 A VA _copy) & W I AHINDOE F
To ZOHEF, 2DITHERXETH, LVWMED LMWK T 7 A VDX THE
<o TLEI DT, BRI DRN &

K= BNHTEY, WEZEF THWr1 25 & 21X Spectrometer Control
MOHEFROF 2 —%3®O, RV [STOP) A¥ 23, ZivE TOREMER
THEBTRES LD,

15



1-4: BC NMR &

(%) 13C NMR AIEICH T 2 R/INFA—F —DEK

CHLOROFORM-D
Single Pulse with Broadband Decoupli 55

e_glohal 'std_carbon_autophase.list’| m

8-1: Single_pluse_dec.exp

<Header % 7 >

filename + + + TDEET 7 A NAITR D T, B TRT, #EDEDERDT —
FALDIKBNR S Ko T4adh) [ — FES) TAE] TERE] DIEIC L -5
RLERT D K9 IT,

sample_id, comment * *+ * TDHLDEY AT T, BHROMLER L,

process * + * JIEK TH, EDO XD RUMEEIT O D OMBIZHOWTHLIR L Th
%, T 74/ K TOK,

sn_ratio * + + SNEAZ @1 BELELEITHEZRD D, 0728, SN HIZH
PR MEEELZTHEEZITS. 774/ @D 0 TOK,

auto_gain *+ + + 7 = v 7 FF{TIE Receiver Gain(1H /X7 A — & —DIES ) DOfE %
HEIRIZIRE L T<ND, @FIETF =y 7 LI R,

force_tune + + + F = v VRHIITHERNZA — FFa—= 7 %1ToT< b,
PC OWFIETF = v 7 AT T H —,

<Instrument % 7 >

solvent + - « MIEWEAFEES 5, FIEXRVE I TEE,

recvr_gain * - - Receiver Gain (1H /X7 A — &% —OHESR)DEEZIEE TX 5,
— MIEED Z &,

irr_noise *+ + + 7 7 %/ N(WALTZ) T OK,

16



1-4: BC NMR &

TR
| | [_puse ]
i I 00:04:34
<iao[deg1 >
11fus] ||x901 |
3.66667[us]
II[S]
| Proton Iv
o ]

8-2: Single_pluse_dec.exp

< Acquisition ¥ 7 >

x_domain * - - JESHEELIEET 5, "CT 74V F, 'PNMR Z#l| 5 & 1%

Z Z % phosphorous (295,

x_offset+ « « BLAIFIIH D H.0> % ppm ﬁﬁf“?ﬁﬁﬂ‘é WEEIXT 740 FTEu,
x_sweep * + - BUAEIPH A fEES 5, BHFILT 7 41 F’Cib\

Y x_offset 7% 100 ppm T, x_sweep 7% 250 ppm 72 51X, -25 ppm 7> 5 225 ppm %
HELET,

x_points =+ + FEREOBUEIPHZ(TESTL2ONEETE D, AT TEIMEFE
AN EDOT, ZOBMENNSTEDL LMD THWF ¥ — M55, K
T EDL LHEICRFRIN D05, BHEITT 7 40 F TR,

scans *+ - - FER[EIHL,

x_prescans * * * FEAAIDZEAX ¥ N( X I—AFx ), T 74/ FTOK,
mod_return + + + 7 7 4/ kT OK,

<Pulse # 7 > Pulse ¥ 7134 T7 74/l h CTOK T,

total_time + -+ + & FtOFERREH

x_angle + + BT 7V v FHITONT,

x_90_width + + - 90 E£/ L 2 £ DA,

x_plus * + + 7 U w7 X90 LA DRER

relaxation_delay + - - MR OFRF H RFRH]

irr_domain + - - BFEZOEE, 13C NMR ORERET 1H #RHT 25720, 1H
E13C DAy 7Y U ZIFBR S LR,

irr_offset + + + & ZITHRITT 2 DIEE

17



1-5: COSY #l&

1-5: COSY A% (FRRisRE 5 HMEE)

<COSY TN D 2 >

COSY [XHRHR(F2 fil), HEHA(FL Hih)ILIZ 'TH NMR OF ¥ — h 2 #HE T\ 5D,
H-HD2%LTY, Yaror 7o bhrBhy 77 LTODETIC
REE—7 NHILET,

<E IS L FITHET TN DD 2 >

3 FRREHME AR E Tld, (e E L& UML) HIZ COSY Z #l
ETHIEEHLEL TOET,

— A, ALERRRPEHET, 1 RoeD 7 e h o F v — 2T T
FHTIREN TE o E ZZHIE L E T,

<H TN HOWT >
B O 'HNMR % H| 5 EF & [FARORE T OK T,

18



1-5: COSY {lE

O COSsY HE

<COSY BIE DaIIC >

COSY ZMET HHENZ 'H NMR OHIEZIT-TEL 22 B#IH LET
(HIPHRR E D= OI0), WEME IV TS H2F v — ME, ALTICZEDOE
FERLTBWTLEEN,

<COSY AIE D FIE>

mnz]
-
| 89[%] | N2 | 63%]

@ Experiment 7~ > &7,
ECP-500 #| I
@ FEI7HNE—E#HT,

@ WEE—FK
COSY #H|7EET 5 & = —"fgcosy.exp”
%3N OK

19



1-5: COSY {lE

SAKAID2090FrAcosy] )

s

5 CHLOROFORM-D
gradient absolute vaine co! CYCLOHEXANE-D12
process_local “2DAliceFGCOSY list" | D20

_local "2DAliceFGCOSY.list DMF-D7

x_90_width 10[us] ||x901

pulse_angle 1 loordes] >

pulse_1 | 10fus]

paseangle2 | <ordea] =

pulse 2 | 10fus]

TR T

ot | o] B

2 [ |

o zam | o] B

T |
| shape | square Iv

relaxation_ Ill[s]I |

@ filename (Z4 T, /— FES, AE, WEEDIRICE X AT
(51 : SAKAIO2090Fr6-10-COSY 72 &)
® auto_gain (ZF = v 7 | force_tune DF = v 7 I/,
<Acquisition % 7>
® @%. scans (X 1EDEETOK TY, 7 AinE (1 mg LR L)
EEEZ 4 [E]52 16 FENIHE L THIE L T2 30,
(D y_points DI E 128 725 256 ITEH T 5,

<#iPHFEE >

COSY DO#ifHIIE—7 DHTWAHiIFHZ 2 THE L £7, K[ TMS & CHCL,
DE—TIIAD X HICHPFHIEET D Z &,

20



1-5: COSY {lE

QFF., HIE L 'HNMR OF ¥ — k :ﬁ% HIE LB~ & T —
AR LET, FROBALTHALTH DI — YV aREo TITE £9,

lﬂﬂs

1. de balan e

2.

3.fft:1: TRUE
4. machinephase

THELUTFDOEICHTNIEND DT, HEINE A=A EEONE T,
H—V IWIRHIREEICEDLLDT, RKIvIZ7 7 RRay 72T,
E— 7 NHTWAHEIPHZILR L E T,

21



1-5: COSY {lE

<JLR LB E &>
IR LERA & &%, OFAD K] Z#12A T, Reset View & L < IX Unzoom
ZIEOWE/ L T 7Z &0,

1= ] ] zoom

@ Wiz, MEREEZANSITDHOAL L RO rE, AFD [fE~—27 ] 27V v
7 L. WIZ WiewX] #27 U v 7 LET,

T5HE. D=V INRHINLIRIZEDY £97,
| 13.6[us] [0l |

pulse_angle 1 | <fporace]

pulse 1
pulse_angle 2

13.6[us]

|| “Poorace]

22



1-5: COSY {lE

W FL T, ZDE~—2DOh—I V& JiKkL7Z1HNMR Fv— h~LFoT
7€, F¥—hbOK(EZTHEREWMEZ Y w7 LET,

=| 7D Processor : sakai02090dist.T

'
AEEFEMNDEEBNBELE
e B s L i el S

. hamming
3.fft:1: TRUE
4. machinephase

@ Acquisition % 7 D x_offset & x_sweep 23, Z O#iFH % KT T 724X OK,

T @ x_offset (ZHIEHFH DO L, x_sweep [THIENE T, FXRDOEAE. £ 3.8 ppm
DSHLL TR 7.9 ppm 23EZR O T, JIE FFHIELAI-0.15 ppm—~#J 7.75 ppm & 720 F
7

@ Submit 7 U w7 LTHIEZBIAL 3, COSY 72 & 2 RItITMER T4,
T v — M MNFIR S LEH A DT, Spectrometer Control D = — /3 ZE (272 Y R
YINVERYDHLTETLTIESN,

23



1-5: COSY {lE

(BE)COSY AT ICHF 2R/ X —5 —DE

| Pulse |
00:02:28
1:1
10[us] (o0
|ondeg]] >
| 10[us]
| <ooraee] B
| 10fus]
i
[t B
ot |
[pot B
[t |
= b

[T |

<Aquisiton % 7>

x_domain *+ - - WESEEZIEET 5, COSY HERFILT 7 4 /L kD Proton,
x_offset + « + BUAIFIIH D .0 % ppm HAL THIET 5,

x_sweep * *+ - BIHIEEIHFHE,

Y x_offset 7% 5 ppm T, x_sweep 7% 15 ppm 72 51X, -2.5 ppm 2>5 12.5 ppm Z |
ELET,

x_points * + « 2 #57 [ OBLAELPH & (%553 T 2 DNEETE D, WATTED
BRIV DT, ZOENNSTED LD THWF v — MIR 505,
RETEDL LMEITRFE A 03035 2 WOTHIERHIR &3 E 5 LR 03022 D
T 512 or 1024 H3%Y,

scans *+ - - FER[EIHL,

x_prescans * * * FAAAIDZEAX ¥ N( X I—AFx ), T 74/ K TOK,
mod_return + + + 7 7 4/ kT OK,

y_points + -« + {1 Bl 5[ OBLRFEFHZ 55T 2 ONEETE 5, 128 I2L 090X
HL< 725 DT 256 3 K\,

<Pulse # 7>

total_time * * * FHHE A2 D EEf, y_points % 256 1235 & BEIL 5 0 9IFRIE,
Pluse # 7 DNFEIZOWTIEL, T 744 MEY R THEL OB EEHE T,

24



1-6: JIEME T

4 AERTH®
Y ETONENE T Lz#IX. DELTA LTI Z LW DTF ¥y — hDw
AV RUEELTELZ L,

et 1|

JACETIC_ACID-D3

1| ACETONE-D6
JACETONITRILE-D3
1| BENZENE-D6

rr' ' ]

JCYCLOHEXANE-D12

I I |

12:  Sample i

@ SlotFEBZE0ICTHE, VU TARPHEIND, KOV TARH D
GalE, ROV T ity bLizcAny RREFIZLT, @IZED,

@ E1%IZ. Sample HE O window %P U THK T,

£ : Delta & Spectrometer Control [XPA U7X 912, Hn—, ALY
ERT TN a—TFT 0 T,

25



2-1: DEPT &

SB2%B : A 1 RwillE
2-1 : DEPT OHIE (PrAMSRE 5 FEELLE)

<DEPT THAI D335 D ? >
DEPT (X BRI 2 L= BCNMR T4, 2hallaZ Licky,
BC NMR OZFNFNOE—27127 1 by PNMi{EDONT WD 034570 £
7,

<E IS L FITHET TN DD 2 >

1 :CDCL D =FEMHRIE—T B> TLEY, <o blene &,
%k D@ . CDCL, DRFEITIEZ H 3 DOWN TN WD T, DEPT OF v — h
21X CDCl, » = ERR T BN FE A,

2 ALEMNBEHETIREDR O L &,

2 RI5E® HMQC(HSQC)X°> HMBC LfiAGHOE D LI 23 L £,

<H TN HOWT >
DEPT X BC #8lHIL ¥ 7T, L-oT, BCNMRICHEULTZRETH T L%
FELL TR &Y,

< T, BiRMizE Y B m 2 >
DEPT & CIXHIERINZ 7 1 b 9 7V AWE 2R A B E T, FTOFR
DOFEIZ. DEPT HIE TIX 3 FED 2SIV A ZDNT 5D 2 ENAHETT,

RNV X £ 45° | 90° | 135°
kR H3 D) | - | — L
3MRFE H1o) | - | L | L
4FRIRF H2 L) — | — | —
L bRl E— s BRSNS, — FREICE—s BEMEND, —: E—2 SELEM SR,

FARMITIZ 135°D UL A Z )T 72 DEPT ZIET 7717 T 28k L 4 :#kix
RN ARETT, 5D 1k E 3 HROFRBIA I b X DI, 90°D /N )L A
TR L ET, 45°FHIETHERITBETH D T A,
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2-1: DEPT &

H 7E ¥%(DEPT)

S N

[" hp_coloc.exp
hp dept_dec.exp

IEMII | 63[%] [ 17 |

@ Experiment 7R > %7,

@ HERT A —E T,

® MEE—F

DEPT % £ 7 % & % —"hp_dept_dec.exp or ex2”
Z 1 OK

£ : ECP-500 ClX.exp, ECA-500 Cl.ex2 T,
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2-1: DEPT &

CHLOROFORM-D

cess_interactive_glohal ’std_dept.list’:| m

¥4
=

cabonts |5
{ ooppn] |

<Header # 7>
@ filename (45, /— FER. AT, BEEDIRICE AT

(%5 : SAKAI02090Fr6-10-dept135 72 &)
® auto_gain (ZF = v 7, ECA-500 Tl auto_filter {ZH F = v 7, force_tune I&
WO BC B TS O THIULT = v 7 ORMEIX/20,
<Acquisition % 7>
® scans \[ZFERE[ES A AT (FEEEHUL "C NMR O¥453 OREET LW
JVE 100 me)id 32 [Al, EH (V> 7 VR 30 me)ik 128 [0, #H\E X (H U TR
10 mg LL )72 5 500~5000 [F]23 B %2)
<Pulse ¥ 7>
@ selection angle (2T D/ SVAHEFRELE T, 7 7 4 /L M 45[deg]lZ72 -
TWLDT, BETLHDEENRNEHIT!

submit 7 VU » 7 L CHIER A,
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2-1: DEPT &

(B%) DEPT BIEICH T 2R/ X —5 —DEBR (R
FEARMNZIZ 1I3CNMR &R L TT,

| Pulse |
total_time 00:03:32
x_pulse 11[us] =
irr_pulse | 15[us] ir90_hi]
selection_angle | [rasidee] I»]
selection_pulse | 22.5[us]
j_constant “140[Hz]I
relaxation_ |I2[s]I |
irr_domain [ Proton =
irr_offset |I5[ppm]I |

<Pulse # 7 > Pulse ¥ 7 1I2T5 7 #/L b TOK T,

total_time * *
X_pulse - °
irr_pulse *
selection_angle =
selection_pulse * *

j_constant * *

- B R OFERRFH]

+ X channel @ 90 J& /X)L Al
- St channel @ 90 JE /)L A fiE
* 45 0r 90 or 135

- M5} channel @ ~X/L A fi(irr_pulse X selection_angle <+90)

*C-HBOA > 7 ) & ZE(RIZNRFE DD S & £ D ICKIEICT

NTVDEELSRNEITER, TAF 2L LR EBRUTRST2Z 81T

bV E A, BiRIIHE T OK, )

(F) — M2 C-H D%~ 7Y o 7fE (Pretsch, E.; B'hStructure Determining of

Organic Compounds £ ¥)

H H, H H ~ H o} H-C=—H
=
125 Hz 160 Hz 143 Hz 156 Hz 159 Hz 202 Hz 249 Hz

irr_domain °*

C13COH v U U ITBIHI SR,

irr_offset + -

- EZICHRET 00 E

29
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2-2: 7% NOE #E

2-2 : % NOE AI%E (FRFE 1 5 2EE)

<72 NOE #E TN 3D D 2 >

B L7 e hrrobE =212 L, BRI W EREEO 7 1 R o 8
IS0 F,

—REIIZIE, 72 NOE O58E L7 v b R OBEED 2 el B LT3
K72o TV LEDLN25ARIE TIIHPRE, TNEB2D L5720,
35AEBZDEIFLEALBHIEN VW ESEDbRTnET, £72. 50A %
Mz 5L, 2<BHER2NE S TT,

26 A
A

H H\Vz.s/‘&

H

A Hx}mAgg;yynm%%y®7nFV%®ﬁ%

<ENOEZH|H LT EALREET 2>

I~ BEVDHFDIT AT LA~ —R " EHEEDT A or hT A
ERETDHEEREITHIELET,

NOE (13— f%B9I2 53 223 1000 Z 2.5 L 2 72 HARRELL LD 4y 172 & iR
MINISHWNWEFLNTEY, DA ROE X° ROESY 15 & L
EEbhTWET,

<7Z NOE #I7E D x>

NOE(Nucleus Overhauser Effect) DJF BRI DWW TIE, FEFIEITFRBAAFE W
THVETOTELLEHATLEIV, T I TiX. # NOE HIE DI
IZOWNWT, ROTZRFL ALK D HoeRE L7 EREL T, AL E

Ty CEBSE. TR AL LD cisor trans 1K NOE % & 5 ETh7e< I EOKMNEHAD - & TRED TR )
(@]

o)

\Y/

/®/s’ O Ph

H,C > <
3 He

Hp
N~y

cis
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2-2: 7% NOE #E

(0]
0
I\
/®/s” O Pph
H,C
s Hd Hp
N~y
cis
Frohlc " Ll
BEDIHNMR
HER Ha Hgp CH,4
BAME 9.0 1.0 1.0 3.0
Ret
Fr—h2: ' 3
HolCBBE LT F v — b
ﬁ_}
BEK Ha Hp CHj
BAME 9.0 1.1 3.0

]

EEYT 270~ OBMEHEM

Fv+—hk3: ZNOE ”
(Fyr—r1)—(Fv¥v—hK2) m
HEK Ha Hg CHj

BAME 0 1.0 -0.1 0
%] : 22 NOE A-X7 ~LvDA A —TH

XC, F¥— b 1LIT@EFDOHNMR 2~ LE L7=, 2 NOE /& Tl
£ ZDOHNMR #HI0 £,

Fr¥—F 21X HZHRH LT v — F T, ZORE, HodIFERITHZ T
2720 I, EET D s MEs D LIZg#in L £4, —J7 T,
Ho/» B FEEERJIZEZ VY, p- MV A VIR T = = VD B — 7 OFES EICZ b
ITH 0 EHA,

Fr¥—hr3E. F¥—HF16F¥—F2Z2ELWHDOTY, 75
k %%Ltﬂﬂﬁﬁﬁw Fy— b2 THROEOHEM L7 HpO B — 2

WZHNET, ., ZNOE OF v — FT9, B LEZE—2 DFff
Am‘iﬂ,m%wﬁﬂiﬁvrc 10%® NOE D@l S ni-Z Liz7e v £
T, OB L ST, FNHDOT T R UBRITW I ENO SR TX Bb

T,

ZDEHIT, ZNOE DAY MEEDHI LT, B—7 OIHEN
wb\mﬂm%®ﬁm_ X7 R L E T,

31



2-2: 7% NOE HI&

BT (Z NOE)
<ZENOE HIEEZATOANCRHNEZ &>
90X, 'HNMR OF v — FZ2HE L, 2 TREEZITV., Fmikisz ik
ELET, LT, BETL7 0 brz2idTELRITIEWIT EEA,
BE LW o hoaho 7 m b o b B2 o T DR, BISE 2B
LTHBICE— BoET 25 D& RO TENTL I,

O 'HNMR ZHIFE L. Receiver Gain [Ex &R

@O Z=NOE zZM5HFRIZI1E, FHIIC 'TH NMR %(E'JEL Reciever Gain fE %
s LTl < LR M CE £9, 9 Idmimy . 'HNMR ZHIE L
TLIE&E W, HIEKTH, Delta Lo 7R LT &N, arZomh
TH %Tﬁ TOMTEDr 7)a 2 L. [Gain Value Established] & &>
NTWDHES O (TR HIX 1IN ZTLE L TBEET,

15-SEP-2011 13:29:43 Submitted job :
fusr/delta/global/experiments/single_pulse.exp
dcu : WARNING : Sample Si#485833 assumes current
sample for ]ob 03197

Job 03 _197 is now running on S#485833

2 Tunlng Autotune Probe for HF

= Startlng Autogaln
: Gain Value Establlshed =0 17

d : 256 kB
: Queuing file for transfer
: Job 03_197 is now completed on S#485833
Upload complete for
/usr/people/delta/flles/data/saka102090dlst
Auto-Analyze: 58 Peaks Found
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2-2: 7 NOE JlE

O BEIZ27O0M>OIEZEY T NEERTD

@ BARINTZHEF O 'H NMR OF ¥ — LY RKFT 570 horofpsy
7 MR LET, TRITHEZR R RSO 'HNMR F ¥ — KT,
COEEGRILDLDOEZANI T — I NV ETESITET,

lﬂﬂs

1. dc_bhalance

2. hamming
3.fft:1: TRUE
4. machinephase

@ THELUTOIICETNIENDLD T AN X—LEBNET,
H—V IWWIRHIREEICEDLLDT, KT 7 RRay 72T,
B L7-nWe— 7 2k L FE9,
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2-2: 7 NOE JlE

<JERLER L >
IR LEA & &%, OFAD K] 12 A T, Reset View & L < IX Unzoom
ZIEOWE/ L T 7Z &0,

1= ] ] zoom

@ kI, A==—»5 Cursor ZEWNE T,

@ —FBED T+ OTA aLrEBONET,

rﬁrrrrrml
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2-2: 7 NOE JlE

® H—YINEE—7 ORRICE - T{TX, Chemical Shift fE(ppm)% iz
L., sdgkLCR& T,

X:4.30191[ppm]
I:5.1988[Mabn]
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2-2: 7% NOE HI&

O Z= NOE AIE

SAKAID2090FrAnOe5.3pp

Difference NOE Experiment] | CHLOROFORM-D

ssEiniaractivelzlobalisulfpotonlists

| Pulse |
| total_time I 00:12:17
X 1I9U[deg] >
x_width 13.6[us] ]Ixanl |

X_pulse 13.6[us]
rewation delay flas] |
irr_domain [Proton [
on_resonance II4.30191[ppm]I |
off_resonance Il—lﬂ[ppm]I
irr_time IISIs]

) irr_attenuator |I2}[dB] |

® filename (Z4 7, / — hEH, AE, HJEE, B 70 o OEICEZ AT
(%5l : SAKAI02090Fr6-10-NOES 3ppm 72 &)
@ auto_gain, force_tune DT = v 7 134 L TE L,

<Instrument % 7>
recver_gain (2D CHiEk L 72 Reciever Gain fE % A 195,

<Acquisition % 7>
© scans [CFEAE R A AT, @EIX, 32 [EIFERE,

<Pulse ¥ 7>

on_resonance |Z® Catdk LIS T o(bF 7 MEEZ AT T 5,

@ irr_attenator % 25 dB (2 X5,

@ submit 27 U v 7 L CHIERLM, ZHIZX0, @Fo7e b, B LET
Y—bhrEfHE L THEL, BEITEZ L o TF ¥ — FDBRERTREINET,
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2-2: 7% NOE &

O ZNOEHIEMSEL TR WNWESE
7% NOE I IR FEH (ZHll T, A= E NI 25 NMR HIEOHF THEEL W
HEIBELET, 2 EAT0RWVWEGEAEIEL, ROZ AR L TRATIEIN,

Q LI HxoEHEWVNOE N DTS -« - -

A1l : %72 D OENP L WVEBEBIZEZ THEL L I,

NOE (F7 > 7 ¥ 7 F MBI E | I TH E Wbl TWET, /A XIZfR
NTHRY L RZWEAIL, EXVEY - BT B R 8%l D O¥N%
WHEREHICZ 2 T, HAERBZHEST O —2DFTT,

A2 K ET>THELL I,

NOE DR IIRFEDFEEZZ T 5 L b T E 7, FFI2i%5572 NOE A #8153
5 EEEIMRETORLENDY E7,

Q: s, fbFT 7 BRIV O —27 L BE LT LE 7=y e - -

A BREBREZ T CTHELTAEL X9,

irr_attenator DT A2 KE<,26dB & L<IE 27dBIZLCAHAEL XD, TN TH
ZAIRGEIT, MO LS =7 BB T 2EBFEZIRLEL X 9,

37



3-1: HMQC &

B3P : 2 RFTHE

3-1 : HMQC 7 (FrAISE 12 212E)

<HMQC T30 B D 2 >

HMQC (FA#Hili(f2 #il) (2 1TH NMR O F ¥ — b, fEdh(f1 )2 *C NMR(H L
<1 DEPTI35)DF ¥ — F&#HE T\ 5, H-BC D 2KRIETT, fEALT
W5 H-C BICARZE — 7 BB ET,

< EHN Y EXTHIET IRV WD 2 >
ILEMNCRBEHET, 1 IRocD 7 a b oo —R o DOF ¥ — M2 T
+IREA TE 7V E EICHIE L E T,

<HMQC IZFEED & ZAMEHEL TWHD0? >
HMQC (X 'H & BC oficBns v 7V 7D H 5, 140 Hz itk DE /
IZX L TREY =7 2525 LK HRESNTOVET,
O —f&AY72 H-"C MWD H v 7V » ZIZonT
W, UTOL 2 72bEo C-HBEO 7Y > 7 EEJ E)ELL T O

nTY,
C-H'- - +120~180 Hz f&££
Cl.H?*>- - - 1~6Hz &
C.-H?*- + -0~10Hz f&J
Cl.-H*- + - % OHz
Yy
R:CWR

H2 H4

LoT, CITEHELS DWW TWHLH EDHR, BEEY—I7PEHINET,

<HMQC HIFEDHIICY > THLL Z &>

HMQC ##I7E9 5 HiIC 'THNMR, “C NMR, DEPTI135 OHIEZ1T-> CTH<
b, BT BC NMR BREGIZHIE TE AN OEEILH -T2 TN
FLWTI,
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3-1: HMQC &

<HMQC BIZE D FIE>

@ Experiment 7~ > &7,
ECP-500 #| I
@ FEI7HNH—EHT,

® WEE—F
hmqc Z#{ET 5 & Z—"fghmqc.exp ”
Z 1 OK
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3-1: HMQC &

SAKAI02090FrAHMBC| J
pfg hange CHLOROFORM-D

= CYCLOHEXANE-D12
gradient enhanced HMBC|

|prodgs_local "2DAlicelist" ; m

L]
L]

| Pulse |
i 00:04:56
[— i 13C=-221
|—— 93379 13.6[us] "EJI—l
11[us] |'y_90 hi

& [[140002]
’ e Illlmsll

= I — Bz |—|
oy = |
R s S Bz ]
= [frazes] |

gad 3amp [ fporz] B

e | square k_/
“o.z[ms]I |

<Header % 7>
@ filename (4T, /— FES, AE, HEEDIRICE X AT
(5] : SAKAI02090Fr6-10-HMQC 73 &)
® auto_gain, force_tune DT = v 7 [F47F,
<Instrument % 7>
® recvr_gain % 31(F )T 5,
@ Instrument D53 % 27 U v 7 L, Spin_State # 7 % H L, SPIN OFF %i%&.5,
<Acquisition % 7>
., scans (L2 FIDF ETOK T, o7 AN E Z(10mg LLTF7e L)
FEEHEA L THE L TS Z 30,
©@ y_points D E 128 135 256 (CEH T 5,

40



3-1: HMQC &

<7\ b (2 dih) O R E>
@ F9, WELZ'HNMR OF ¥ — MIATE, JIE LI WEIFE~E F ¥
—F%#kbii‘Tl@fﬂflht%/ IH—INEFEo> TITEET,

;Prrfaffﬁ
o Y
mnmm

3 fft:1:TRUE
4. machinephase

@ 45 LUFOEICTETNIEINDDT AN S X —LZENET,
H—V IWWIRHIREEICEDLDT, KT I7 7 RRay 72T,
E— 7 NHTWAHEIPHZILR L E T,
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3-1: HMQC &

<JLR LB E &>
JER LHERA & &%, OFAD K] 1A T, Reset View & L < IX Unzoom
ZIEOWE/ L T 7Z &0,

1= ] ] zoom

@ Wiz, MEFREEZANSITDHOAL L ROfrE, AFD [fE~—27 ] 27V v
7 L. WIZ WiewX] #27 U v 7 LET,

T5HE. D=V INRHINLIRIZEDY £97,
| 13.6[us] [0l |

pulse_angle 1 | <fporace]

pulse 1
pulse_angle 2

13.6[us]

|| “Poorace]
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3-1: HMQC &

@ FL T, ZDE~—27DOh—INV%& JikL7Z1IHNMR Fv— h~LFoT
7€, F¥—hbOK(EZTHEREWMEZ Y w7 LET,

1D Processor : sakai02090dist.T

AREFENEEBNECLE
o S - [ e s ][ [

5 hammlng
3.fft:1: TRUE
4. machinephase

Acquisition % 7 D x_offset & x_sweep 75, % OFiFH %2 R T TIZ/241E OK,
7 - x_offset [ZWEFFAD H0s, x_sweep IFHENETT, FRIOEGA. £ 3.8 ppm
DSHLL TR 7.9 ppm 23EZ2 O T, JIE FPHIELAI-0.15 ppm—~#J 7.75 ppm & 720 F
7

T —
& —'
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3-1: HMQC &

<H—7R > (f1 dil) O E>

@1 : "CNMR OF ¥ — BNV TW D55

Z'a b ERBRIZITWE 28, LR DR View Y IZ72 2 0 £77,
WEFRTEEATITDHIA L FOIATE, A FD HE~—21 27V vy 7 L, &K
\Z TViewY] 27U v 7 LET,

THE, D—YIRRHINLIRIIEDD £7,
| 13.6[us] [0

| <I9o[deg]|
|| <fooraee]

LI, 7'm b O#FPHERE & [F T T,

@®-2 : "CNMR°DEPT DF ¥ — F 2L TLE- TN D & &

y_offset & y sweep Z R TCHOE—I BB IELHLIICFANLTLIEIN,
y_offset |Z&EPFH DO H.0 T y_sweep (FMH TH, T D7 — A TiE-20 ppm 7> 5 180 ppm
Z2HE L ET,

Submit Z##f L THIE 1RO £9,
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3-2: HMBC #HIE

3-2 : HMBC JIZE (FrASR 15 4 1.E)

<HMBC TIN50 5D 2 >

HMBC [3A##h(f2 )12 1TH NMR O F ¢ — k., fefhi(f1 #h)iZ *C NMR(H L
< 1% DEPTI35)DF ¥ — hZ#HE T\ 5, 'H-BC D 2 kLTI, BERLTD
BED I — R AHFEA LTS 'H & ORI ZE — 7 NBE T,

< EHSN Y EXTHIET IRV WD 2 >
(LB T, 1RO T 1 h R —ROF v — AT TIX
THTIR/EN TE RN E ZICHIE L 9,

<HMBC [ZZEFED & Z A 2B L TWD D02 >

HMBC |3 'H & BC OICEND > 7V 7055, 8HzHIHED H DI
KL TRAEE—7 2525 L5 ICEHFRESINTVET,

O —fxWy7e ' H-BC D H » 7Y o 7220\ T

W, ATFOX S 7MbEWmo C-H IO v 7" ) > 7 E8d I LA T Ol

nCT9,
C'-H'- -+ :120~180 Hz &%
C'-H>: - - 1~6Hz f2f
C-H*: - - 0~10Hz f&JE
C-H*-: - - i@% 0Hz
N
R:CW R

H2 H4

FoT, C OB LI 2ON)DRBITHES LTS H L ofMIcsg:
= n8NnET, TR EEENS EEE RSN EYA, F70, HEE
CHODNWTWDH HIZEHLTH, REY—Z7FBNETA, (L LIE2
DINVDIRFBIEALTWD HEDRITH-TH, Iy 7V TEIPNNE
W —2H %< BTREEY—7 BBHIS NS DT TRV TT,

<HMBC BIEDHIICY>THL 2 &>
HMQC #HIEJ SR 'THNMR, "CNMR OHIEZ{T-oTHL Z &, v

TIVIEBCNMR BESICHE TE AN OREITH T2 HFBEE LW TT,
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3-2: HMBC &

<HMBC HIZE D F)IE>

@ Experiment 7~ > &7,
ECP-500 #| I
@ FEI7HNH—EHT,

@ WEE—F
hmqc ZH|ET 5 & = —"fghmbc.exp ”
Z 30 OK
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3-2: HMBC &

SAKAI02090FrAHMBC| |
pfg_hmgd CHLOROFORM-D

=
=

| Pulse |
Poon 5wl 00:14:26
potisst | B
EEN ZT sowl ol
¥ N
i 140[Hz]| |
Is[Hz]I
S
v [[Sfoore] B
poppm [T |
e [ oo B
s [N [T |
[l <ol B
|souare Iv
[feneT |

IIl.S[s]I |

<Header % 7>
@ filename (4T, /— FES, AE, HEEDIRICE X AT
(5 : SAKAIO2090Fr6-10-HMBC 77 &)
® auto_gain, force_tune DT = v 7 [F47F,
<Instrument % 7>
® recvr_gain % 31(F )T 5,
@ Instrument D53 % 27 U v 7 L, Spin_State # 7 % H L, SPIN OFF %i%&.5,
<Acquisition % 7>
® HFrTANRITIUEL, scans (X2 EDOEETOK TH, o7 Anfne x
(20 mg LA 72 O)FEF AL L THIE L TS 72 &0y,
@ WHEFEHOBEE1T 5., (HMQC DYFLIEE SR+ 5 2 &)
Submit & L CHIEZ GO £ 7,
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A Al VA

B4R b ITNY 2 —=FT 10T

HEAMIIC, AHEBLHNIE. BESICEHEENHEICREEX L, /—h
ICEEETRZT D &,

Q. By I A,

A —EF TNV EHLTC, By FLELTLEIWN, 7 un)—|z
WIEL TWRWnWE X R B, vy 2 B30It WEAERH LD T, — &
P TNE ETFICRSTHDEIELATLZELHY £,

Q. VAMENENY FHA,

A —EYTLERLT, By FLELTLEIY, U7 ARE—(C
WIEL TN E X 81T, Y AEN ERSRWEERH LD T, —EY
YINEETICRS THDLESELITLZELH £,

Q. %> T Delta & Spectrometer Control @ window ZP U TLEW\W& L7z,
A. TAZ by 7 EIZHD Delta DT A 2 %2702 Y v 7 LT Delta &
EE) L T &, £D%, LB BN D Delta( T X)window D~ 27 % > b
Dz ) w735 &, Spectrometer Control 235325 L3 D 3, F D&,
H#E)IYIZ Spectrometer Control 733 40D connect” DIRTEIZ 72— 7= & I E AT
AE T,

: INFO : Building Output File : 256 kB

: INFO : Queuing file for transfer

: INFO : Job 03_197 is now completed on S#485833
1 : INFO : Upload complete for
4 /usr/people/delta/files/data/sakai02090dist

Q.Delta ® & Z7'|Z Fatal & E) N7 —»AHFE LT,
Delta @11 72 Fatal(GRXF)D T 7 —NH7=85E81T. O3B L
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NI a—TFT T

WRTBEBTEDN B 4 DT iEHEA D LIIMEEDOHBEITHE LTI E I,
Fo, M T —ORNEELEL T 7EE0,

Q. RXYVarn7y—XALE L7,

FHEEI S LB T, EHEAED LI REEOHBBICHES 24K L T<
ZE,
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