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1. [XCHIZ

EIVEILSYEEECERED B CEELGRHEZRELLTLET . EETEHTRENZH20%DEE SN T vEREE S L
FSNFET' STVELCEYDEBEBITICIENMRARALY—ILELRYET A, EENEHICHHT DD, TORKTIETEST
FHVERBA. BICEHDIVERFINELET LAY CRIBEELYET. —BMIC, BELFILAEDOBERTICIXZEERRE
S () MEETT A, CRETOHMBCHOHSQMBC TR Iy ED 2L —2av [Tk UBDEH HBEBEELY, EHELEE
ROBIENHETLE. COMBEZRERTIE-OICHRAGHRENITHOIh TEY, CPMG-INEPT245IPAP-HSQMBC3 M & Sh
L7 SEETIL, HSQMBCIZPSYCHEXHOBS &L\ F=Pure shiftiE A SN TULVET 4 5. 4512, HOBSIEZPSYCHE® &575%
BMERTHEEERTIEEGL, THYT) T 4EEEZIRM180° NIILRIZEYREESETHY, BIEEBAES BRENASLELS
BEMNHYUET. 22T, H-HDZEHE—FHELE T SPure shiftiZ IX'F—"1FD EEHRITTH L TLEDGEFEELEZONETH,
NETDESD, TOREH IEHYERA. CCTE, EROIVERFZLOEAWISHLT®F-'3C HOBS-HSQMBCIZ &Y
"JorERETDHAEECHBNLET.
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2. R ENMREE

IVREEZOFHEHLT)—ILEIZTVRREFHEASAILEY
THAHZ &M B, 2-bromo-1-(difluoromethyl)-4-fluorobenzene (1)%:EE
LZFEL=(Fig. 1A) . 20 mgD1%=CDCLIZAEML, HABELELE. 1ZIE
KERFLEFENDIEND, HThY TV T EBTTIF-"3CHEZER
BPRHENHYET. £oT, HFF v R E2F v RIVITHEERLF=INM-
ECZL500GH &t (HFM2F v R JL, LFAM1F o R IL) TRIELELT

(Fig. 1B). 7AO—JFHFFa7 LF1—=UF E—RIZ&EZ=EHBAIE Fig. 1. A) it &% 1, B) JNM-ECZL500G% 35t &
MEBEHROYALT O—J™ HFXE ALVELT=. ROYALZE—J™ HFX.
. WREER

Fig. 2AE2BICIDIFEF{HIZAR I RMLERLET . FEEIXHEFRETDHY TV T IZEVERIZHARELTWSIER D
MYET. F{H}& Y, Jrarold3.6 HzTLT=. HOBSH#EA L= "19F{'H}%Fig. 2CZRLET. BCHRIEIX, HEFERERIZT Hy
TV GG BHIET, DEDLNBCIESN BRI S EL (Fig. 3B).
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Fig. 2. A)"°F, B) '"SF{'H}, C) "*F{'H} HOBSARJkJL. Fig. 3. A) 13C{'H}, B) "C{'H}{"F}R~RItJL.
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19F_13C HSQMBC [FJer D B E ZE R T B 1= IZCPMG-INEPTZ:ZEIR L, Pure shifti [XFHOBSZ @A LZEL = (Fig. 4). &KIZ,
HEDAYT IV THEEENDEHT D012, ' HT AV T U 5T ELE. Fig. 51219F-13C HOBS-HSQMBCRARY KL%
RLET. F-BCHEBEBRXT7VFIAXTHA SN, BRI JrERDBIENTEELS=. £, HSQMBClELow Pass J
FiterZ @A LTULVE L =8, "Uer ("Uora=238.4 Hz, 'Jcrn=255.9 Hz) L E BFIZ K 8B ZEM TEELT-. Table. 112, 19F-13C
HOBS-HSQMBCEC{'H}M 5 RERMIICKRD 1D JerZ RLET. MEMNDIFIER—DEIE SN THY, 19F-13C HOBS-
HSQMBCIZ &Y IEHER JorE RO DZENTEENZET. DFTEHEZEHE T 5&, BILYPEPBEOD WTF I A HDBELE

AMBEIFF—BLELS .
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Fig. 4. "®F-13C HOBS-HSQMBC ("HThv T U2 F) DL RS —T VR,

Table 1. 1O EA{E EDFTEHEIZ LS "Joe (Hz).

Exp. Value DFT calculations
| Sisc/ ppm | Soc/ppm | "Jer HOBS- | 1500y | B3YP-D3 | PBEO-D3
c5 —3 - c5 —— - - HSQMBC /pcd-2 /pcd-2
€ — - 20 e - - 120 2Jc1Fa 23.6 23.6 21.9 21.8
c6 — — c6 —od - 3 Joora 6.3 6.2 6.0 6.4
c c1
“ “ 5JcaFa 2.3 2.1 2.4 2.8
10 140 3 Josra 6.3 6.2 7.7 7.3
“Jc1rb 3.5 3.6 54 6.6
3
o o Jezro 10.1 9.9 7.8 6.1
c4 — ca —f - - 2Jeskb 25.3 24.9 24.3 25.4
— : : : 2Jcs b 215 216 203 215
1136 B1or / ppm -107.0 -107.2 Bier / ppm 3Jcerb 9.5 9.2 8.1 6.6

Fig. 5. '°F-3C HOBS-HSQMBC AR Y KJL. X offsetld A) —113.6 and B)
-107.2 ppm. FEE[E % 4[E]; Pure shift X_resolution 0.65 Hz;
CPMG-INEPE period 25 ms. Il B fEl £790%7.

E32)

BHEOIVFRRFHLEFETIHEEMHE T, °F-"3C HSQMBCIZ
HOBSZHEA T AET, BRI ERDBIENTEFEL-. BdNT=
TJepld, BC{H}IRRIFILDIEELL—BIL THY, EHEL JERDH DL
MNageEHh MYUE Lz, S5, DFTEHE (B3LYP, PBEO) M 53R f="JerlE,
FABELFEEF-BLTHY, KATHEORZLUMEAERM TN ELE.

DFTEFE IXNWChem 7.2.(Pacific Northwest National
Laboratory)) ZfEAL ELI-.

NMR spectrometer ECZL™ FT NMR#E
https://www jeol.co.jp/products/scientific/nmr/JNM-ECZL. html

ROYALZA—J™ HFX
https://www jeol.co.jp/products/scientific/probes/R OY ALPROBE _HFX. html

19F-13C HOBS-HSQMB ("HT Av TV D) IFBEI7 AN~ VR TY . AIREHLINDHEICIE, BE1— Lt s—FTITERES
LY. RAIEIZIE, ROYALTA—T™ HFXEEHELI3F v RILDECZEFECZLV Y —X N HEHMNBE TY.

ZORK (CHBPLAEEE. ALBERUNERSZORLGHERDRFARICEUTOIBENBDRIDNT, BHTILE. FBFAFENCESHT LTFB/ITOHLEDEZEL),

&4t - BRRAERT

dEDL: i BAEFRXESH T196-8558 HREMBBHREE3—1-2 TEL:(042) 543—1111(k{%) FAX: (042) 546—3353

www.jeol.co.jp IS0 9001 -1S0 14001 ERITEE

Copyright © JEOL Ltd. All rights reserved.



	Slide 1: Pure shift NMRの応用 —19F‒13C HOBS-HSMBCによるnJCFの決定—  
	Slide 2

