JEOL ECA500 MHz NMR ~==7/V

2012.4.18 & IUF Bk

BERECH, Bc, 3P, "B, £ KT, FG HIER L)

1.

NMR > 7 LMl &, ve—XiZkty bT5, Z0EExa—XONFEIHY & FIRE TFR-> T
HZERBERL IOV TN EEy b, ZOBRITA FEHWTH V05 S it

BEEMAD OV TAFEANNL T —PRREHLTND Z k%%;bfﬁ/7w%%ﬁé

WE / — MTHITEEL - 400 - WEBAEREZ] - W5 - WERAE - WEIRE ZFEA,

~ U AEENT L EERNH S < 20 WEENIZ Delta = > — /1 - Spectrometer Control + Sample Tool ™
Zo0U 4 RURANTND Z & 2R,

ecpd00 - FREE - Eclipse+ 400
ecp500 - OWHED - Eclipse+ 500

n1727378 | “ AUTOSHIM OF

SHIM 21 = BRI Sl st 23 et SETIn 24
W6.7E[Hz] 29R.23[Hz] 159.52[Hz] 194 66[Hz]

Y
| Y Y Y Y Y

Delta = Y —)b Spectrometer Control Sample Tool

OBV TWARWGERIZT A7 by 7D delta 7 A ar w2477 U 7, T % Delta 22V —
NORELDHI G, 2BRAEAEND 2FB (T vy bOR)EMT, S HIZH T &7 Spectrometer Control @
T ecp500 %7 Y v 7 LT, L fAO Connect % #9, fkfad Go @ T D Sample % 9~ & Sample Tool
3BA <o

Sample Tool HC FXFkDO KR Z 2L CH Tz e— KT 5,

7 7 A A DIRZIEIR B T S UL o 7 vidr — RER TV 5
T TIVNERET D Z L EER, I~ ORPL o Tl TOIUXRV, AE R0 6720 GETE 5,008
W ERERIARZ 2 LTIV E—BEH L, BERO FREKHIRZ 2 LT 7 rae AT
KB, XAlbu—HOIMEDERZ T H ) — /L THLEIZFXF LT A 7 TR,

uup st




7. BALTWDEAFECEEE U A R HIRIRT 2, PUB 42 EORIERICEASZE D v 7 20T VDT
HiE. NOLOCK #&R+2 = L,

METHYLENE- CHLORIDE-D [¥]

CHLOROFORM-D

8. HEAFEr v I EMNTHID, ARORE &4,
9. TV IMIMNBEHDIREZ LV TFREEOERIIED D,

10. shim J{#& : v v 7 o 7 F IV OEGRILNORT, LofkER 7 7 7 bR UER) B RKRIZRD X o1, v
I DOTHAIERZ T Z1 OEZFFEST 25, RO TROO THATERZ o TRERIC Z2 2 L CTr v 7
VT FTNVOEERRIZ, UBEE T kBT e s ka7 T FOVOMEN BB B 72D F THEE,
+5 L +10 [T L 45 shim AW alig, 7272 L 23 & z4 i3 702 & B2 & L CiX Gain 20,
Level 180 Twu v 7 7 /L 1000 f£fE, A — b Adffib/evn &, = Z T Gain/Level OfE & 1 v 7 v
TFNOfEE ) — MIEZ ALy, 7272 UBIAELE A VT no lock THA 58 TEANEE,

—

Zl Z217Z374 l“ AUTOSHIM

SHM Z1  f= Ellsema zz [l s za
EETA| EZETA B 194.66[H:

hfh| JEEEN [ R [ |

| I m 3 B = Em

SCHH 73 & ZA IR LavwZ & E£72. AutoShim 13T &

11. FG(field gradient)ifll & 4TV 72 WEAIX Z 2 TAE U &1k, gradient shim & rock R % o % 4,
Spectrometer Control I 5 7 INFRRINDDTENPHA D ETH LEFD, £72, FG T2 &b, WE
KB LTAE UV EZILD LRI WEAELHDLDOTAY v 7IZHKT 522" 200 and More NMR
Experiments” &\ 9 AR & &,

12. Spectrometer Control window @ Expmnt R % 2L, ZO~—27OT7 A a7V v FHFE
DRESRMET 7 A V% EIR% OK Z 9, LU FIZ Flayfl FBREE O @ WIE SR O 4 Rl 2 7~ T,
1H_std: @%@ "H NMR 1H_hydride: ;& -45~15 ppm @ *H NMR



HHCOSY: *H A+ % /% — %ot 1H_dec31P: 3P %7 v 7L L7= 'H NMR
13C_std: 1#@% » °C NMR dept135: *C DEPT MlJi&(CH,CHs 1% T, CH 13 |, 4 #RIZ 2 T)
fg-HMQC: FG 4T ? H-°C fg-HMBC: FG 41 T £ i *H-3C 1
fg-NOESY: FG &/ T» “ %kt NOE  31P_dec: i#@%# ® *P{*"H} NMR
31P_non: ¥P-H 23 v 7Y 7+ % 11B_dec: 1@% ® "B{*H} NMR
11B_non: "B-H 234 v 7V v /4% 19F_dec: @ ® F{*H} NMR
13 MESMOFEMD R SN D T2, FUERTEEIT O BYNTFEEAD Header &) = ) THRFIRIN TN D
N, A7 =)L =% FIF TN ZE T ODDRMREEITH 2 & DA,
[Header]
BT AN TIE L= " HF LIS D284 L B MNHIE L2V R UAld force tune DF = v 7 %
S ERENFEL &P D, 1 Kot NMR HIEDOEILFIC auto gain (2T = v 7 & AL, filename (2
XXIsampleA (XX [FFZEER) & AL D & HIER T#£IZ sampleA & W5 7 7 A VDBFEED 7 + L Z NI
HEICIRIFS D,
T - EEEOBIEICB VT sample_id ZFE LI L TR &, HEOBESRMEY 4 > R U5 submit %
BRER 2 & T, EEORE S ERHE L L TAB S5, BT H, HHCOSY, **C, DEPT, HMQC,
HMBC % gl iE L 72 W R 7e SR,

[Instrument]

solvent OEFTOLMNZSH H A7 v — =2 BE) S ETHOMH L T 5 EKF GRS 2 EIRT 2,
A7 =A== ROV, BHADEINTHDLANTY TIZY T A=Y Vo TITE,
TOWIEDIAN T2 XA T3 H L TRRAEZBEISE D Z & HAHE,

CHLOROFORM-D
CYCLOHEXANE-D12
D20

DMS0-D6
METHANOL-D3




14.

15.

16.

[Acquisition]

2% NMR JIE 72 & CREFEE A HE° L 72O REE scans 23807, IERR X [Pulse] & 2R,

Oy RRE % 1) b 72O REE x_points & 2" (512975,

W EFEFH 2 28 2 7oV 6r i x_offset (IEHLFR O H LMk 7 b)) & x_sweep (MIEHPHD A J) AR ET D,
[l apteww on host ecpd00jecicom |- ]|

Carbonl3
Cesinml33
Chlorine35
Chlorine3?
Chrominms3

100[ppm]|

[Pulse]
Z 2 OETINE ERE LI D ANHE Z TIEWDIT 720, total_time &9 EATICHIERF A D D THHF T
HT L,

Pulse |

00:46:04

7.8[us] ||x90
relaxation_dela Il[s]

1|i_constant II140[Hz]I

WESMED 4 RUOKEFO submit R ¥ & &5, Go &) AR &2 LIRS 2 O T L lllE
WIEE D,

HERK T £ TORICEFRGEZ R 72T EEZEE NMR OEWIERPIZ S 7 F VRN -+ iz E 95
F = v 7 LiziFiud), Spectrometer Control 7 > K@ Copy &\ 9 R ¥ v & i,

BEM T E721% 15.T Copy &7 &, Vo4 v FUBEZNT T — U 2B INT- AT FMLRERRS
N5, ZOETHNT Lo ThiuX, HT&7 1D Processor (721X nD Processor)”V > KU D7 7
ANA=a—rb, flezr V7 A=z2—nRF/rIizF) b change working filename # %5 & 7
7 A NG EM PO T, ZO—I DT A%y IV T ) v s ZOEICTHALTDY A
ENRFRENDTZO, BOMREOLRIZ Y INI Yy T BOO4RIEY Y I A7 Y v 7 b
HRIEOTCT —H 5T D, el ERR7ANAVE VA ROFTAL—2 LOBRBIZ LRSS E 05 s
272> T 5,



17. ﬂﬁ HHIE LI2WERH 555613 12-16 Z#8k 0 KT,
18. HIENE T L= bW 7V &H Y H9, Sample Tool 7 ¢ > R D b, #Rv b& KREIZ #4907
NNBEERAD EHH TS H2OTRYV L, 7#%2 LT,

19. JIE 7 — MR THREZ, AR, MAERB LN VLA EBREMEFHAFZNTR T, 227U ME
Ligw,
20. RO ANDBWHITEFEZ 0T D, WARTIVUTES ZH L TR,



1R BE RIS 2 (IR B <E)

WEMED 6.5 TEITH,

WARERZE M LT 2 U0 EEICT 2 U — b — X —OfW T NT 2 U —HNEICA S X D8 L, &
DIOTEHT

1.
2.

T 2 U —jf FaU—b—HF— o L7ofRHE

T o U— A BEEMA DI ~BEh S, Y Or—7 105 Dewar Heater & E0iLvic s —7 v
ERLTCT 2V —b—F— O axy 2 ~fi, 7—7NVDRENRE>TNDDOTALRWIGEITE
BIZANRNT &,

T—TNDNE  ax X%

4., BEEWATO VT-ar &£ EDNTZHR—ADEDOIKEHMNFEFDI)Z D> < DIk, T OEERIENLOEE

IRA P IDRDPDE RN E IR EDITDH 2 &, EDREDT 7 a U 2 BEER A T2 <,

VT-air R—=ADNLE DRV THLHHT DR ER Do T

Sample Tool 7 .t > K7 N® Temperature O & HTC Target |2 0[dC] & A JJ, O THHAIRES T A =
VORE L EHTERENEDS TN, T2V PRI ETIEI= T =0 ZERH LB, ZOHA
WRIRERE T A 2 B L TR O Z & DD T,

T
Efestect |




BENTFR-T&EE, HMOREE TIEK 20°C < 5 VT2 FIFTn<,
2y 7 BIORVAEDEEZITV, BOREEZTT 9,

HIERR T, BEFHEED Target % 25 °C 1T E LT, BEN LD £ TH,
IROFTHEATEAR X % U CRESIEZ 1k 5,

© ® N o

L) ‘_-l
ErCE
REmER

10. 4. L WDOFIETT 2V —b — X —%24F, ZOBEt —Z—0O%NRA> TWDLIALENHZDHZ L THEL R
STWNDHDOT, ZOBIFTY LIRD 2N HAT, VT-air 5 — A DO IK BN 2 3 L EF 122 LIAATIE
W7,

11. 72—t —4—DXT5EPLHDTT 2 V=l bid, ZOB, 72V —HEONHFHICA>TnDHE—X
~®%%ﬁ%ow#ofwﬁégﬁﬁ§w@f\@o<@k%o##%&w;9_x%off&< b

FaU—HT 2 ET D,
WHAED 18. LA 1T > T T,

i FE AT 5 5 (BRI RE)

WEHFHAED 6. £ THEIT I,

2. Sample Tool 7 1 > K 7 N® Temperature O & T C Target (2 B FIOIRE[AC]Z A T), kO TH A TZIRE
BT A A ORY T LIRENRED S TV,

=

| 2190] |

Rsiect |
0y 7 BIOV AEDEETV., BMOREZITH,
HIERR T, BT D Target % 25 °C IR E LT, BEN TN S £ TH,
IROITHEHATER S a2 L CRESEZ LD 5,

ETTH
Flesiec] |

6. BEHEMIED 18.LAEAEIT > THK T,




