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RD72ELTYH, EOBLNBEESLEMEL 5
TEENRTLED Z L bRIVEDIZLZESTRIC
Bhz T3 bzu.

— B, BBKEREIC XD EENIE
(quantitative NMR (QNMR)IZ1Z, ROFIRZMH 5.

1. HERAS e RMEDOREFELZLEL L2y,

T FNBEDLITE R DMWEDOENITH IS
THILENL, —HFOMEOMERALNTHA
i, Bohe VK EBRORBUEOEFR O
RESDEE (HDVITRE) B ROLNB. 2.
VT FNBERLRVIRY, HEOBERKRSER
RRZERTE 3. 3. RRELRTERASS B REFIZ
BETED. H£THD. LENST, gNMR T
ot e T2 aPoBERXSAALNT
HbhTLD X 5> RLEHTHLEN L FWEDOE
EREZLEYTICERIETHY, GC LI
2 RBEDELRIERETHS.

FEEEIL, EEMFVBERICEETHLRY Y
NR— MEFOAF T TF L UEN GNMR BEIZ
LV HERRFILERTETHDIILETL
7e. S4EEIE, QNMR BEZEISALT, FHyY
SUUVEDOEREL SNB GCEIZRb B FHiEE
BOBDINE I PRI LIOTRETS.

B. FE b
1) &

KL LTHW-Y S P U4 & B 14 25
PI~P14)iX, BAFTHIELSEZBLTAFELED
DEAVE. REREFMPARRE LTAFETER
Mo b DIXTIRRIEZ M E L 72 (Table 1).
BHMET ZVERKFRI Y UL (BESTAERY
B (IS K8005) : HiE 99.95~100.05%)(PHP), T —
T V(EROYEB LU 99.5%=T ¥ / —/L(EtOH)IZ fat
MBETEERLAVWE. NMR AIEHERES L
THEAKD,0)Isotec 8% BV i-.

- 2) K&

HRIa< bI 77/ KBERA T ALBIRH
$ 1B (GC/FID): Agilent ! 6890N.

HRya< 777/ EEINEE (GCMS):
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Agilent 8 5973MSD.
ERRABERE WMR): A AEF ()N
JNM-ECA (500 MHz).

3) ERFA®E

3-1)GCHEZ X3 EBAIE

IEROHTR 70~ N5 7 40— WEBOFE
WXL, T722bb, B8E% GC A/ ( TV
IZHY, FRDOERMED GCFID ML, BIERR
RIZBB I H O —7 mEOKRfE 100 &
L, ThiTRT2EREH O —7 BHEE DR
R, §BE L. KL, REBEEOERIC
¥, EtO IZVARZL T 1000 ppm 2B L b D%
GCFID IZftL, BERROE—7 2B\ —
7 EIREOKRINE 100 & L7,

GC/FID &4 : # Z A, InertWax (0.25 mm ¢ X30m,
thickness 0.25 um); # 7 AREE, 50°C (5 min)—5C
/min.—230°C; EAOBITRHEIBIEE , 150CH
LV 250C; HAFE, 1.0 mL/min; ¥¥ ) 77—
R, BH; A7V v b, 100: 1; HEAR, 1.0 uL.
7B, RENEEEMEORAYTHY, FEM
FIZBERTHIE—I OSEERAR+S TEY—JE
it ZRDOONRW BHITIIX, A7V v b%
240:1, HAFE% 0.8 mL/min IZFFE LHFEHIE
L. N, <R T753 72 hARRT M IZ
X 2EERMEOREIZIX, B GC &40 GCMS
AR 2L, ¥ YT —HRELTANY D LE
AV, A A CBE 70eV & LT MS RHEEE m/z
25-300 2 EE L.

3-2)gNMR &IZ L 2 S BHIE

qNMR AR EER O AR : PHP 28 < v o,
120C TR 1 BERIMBAL, Fo 7 —F—iZANRT
HB&EH%, %300 mg #EHBIZEY, DO ITHEMEL
EREIZ 100mL & L7z,

RBHAKR O : £3EHY 50-100 mg 2 HEEIZ
BY, MIEBKE A 3.0mL A —A By MZTHRM
L, ThREHAHKE L. ABHAK 06 mL %
NMR REBBIZB L, Table 2 DE&MT 'H-NMR #I
ELE. Boh/=£&8¥ o FID i3, NMR 57 —#



WFY 7 MU xT (Delta Ver. 4.3.6 (B AREF (B)
MYk T 77— VxEH#H (Window function
exponential, BF = 0.2 Hz, Zero filling=1,T1=T2 =
0%, T3 = 80%, T4 = 100%)%%, HEEMHHMIE L.
v'T VU RDHEE (%) 'HNMR 2 ~7 kL Eiz
BRIN-AEHE PHP BLUREOT by
TINESELRABENPOR A LI VEE®)E
BHLE.
XA

1 /H_xM_ . IW
content(%) = —¢ z z 2
I.\'Id /H:ld sttd /W:Id
I= 7 FAESE, H= 7u b, M= &F
2, W= 5, sample = H#$}, std = HiE#

(PHP).

3-3) GC ¥ & qNMR EDHIEE DL

2-ethyl-6 (or 5)-methylpyrazine (2E6MP & 2ESMP
DH 7:3 DIREW)BEAIZ EtOH £ X, 2-ethyl-6
(or 5)-metbylpyrazine : EtOH = 80 : 20 (w/w) (ZFHH
L7ebDaREE L. GCHERB LU gNMR i
LY, ZORBMFOERMEEI LV EOH OFE
ZROLB L.

C. BEBLUER
1) GC #: & gNMR #IZ & 5 BITE B O #S B Lk

NMR X, S FHEEET AT bAFRS
ZBonD LM LILEMDOL FIBERITE
FURZEIEL AnbhTna.

'H-NMR (2 8WT, 7u by FAREDK
BAFHOBHBEDOT 0 b HixE T35, &6
K220V 7 FNABERIHFITARTIHRAK
8% DL 7T ARSE L LEMOREDEER
RABiIckyY®REINS.

X B
L _nm  nWIM
I, nm, nW,IM,

n= 7B b, m= ELRE W= BEE, M= 5
FE

KIZ, BRENATRTOV I FAENEDOE
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BMARER SN 'HNMR 27 MVTIR, 29
D—HDILEHOMERAL M THIIE, Bdh
T FIVEL & R O FRBUED BN b BIEXS R D
LEVDEEDDVITHE, BE)BAIESHS
BEORELSBETICRETE D12, XA DL
URTASN

EEEDO gNMR IZ LB 7V UV BEOER TIT,
BREBEMO—KIEEME PHP 221 D,0 HEHIZ
Rt —ERBML, €7V VRE PHP OV
YREDT B F U TFAESNME, BEESEEZR
ARRATHZLTEREAENHLE., 7%, GC
B L2 BBEL TRE, RIDEORKE
¥ OE2 RNHCER 1943 AKIE, BEfn 344
BEAEERE 370 5)) T &3 B, —xR
BRI, 15. BERARE, 9. RO Asu< s
T 74— IZREIZHEY, QNMREICLDRERE
L.

gNMR #£23, BRI OVEOEREL LTS
RTIEEMN E D D RIET DY,  2-ethyl-6 (or
5)-methylpyrazine (P1: 2-ethyl-6-methylpyrazine &
2-ethyl-5-methylpyrazine D9 7.3 DIR &), 7z,
ZORGKITTHYBEBEALEEEEREL, Th
IZ EtOH %M %, 2-ethyl-6 (or 5)-methylpyrazine :
EtOH =80:20 (w/w) ICFAE L b0 &b L L,
QNMREBLUGCETERHEL, HRELE
L 7. (Table 3). Fig. 1 {2 EtOH % #/N L 7= 2-ethyl-6
(or 5)-methylpyrazine £ /% (Table 3, entry 2) @
'H-NMR 22 %5 LIS, PIZERED PHP
NP VRED4ODOT B PR 756 ppm B LU
7.73 ppm (T, 2-ethyl-6-methylpyrazine 3 X W8
2-ethyl-5-methylpyrazine D7 VR ED 2 S0
7’a b ZHEET BV S FABENREFR 8.26 ppm
fHE$ X T 8.32 ppm fHEIZ, %72, EtOH ?-CH,0-
WCHRT D7 FAN 3.68ppm ICBRENT. 72
#, EtOH EHRMTIX EOH ¥ 7 F L id &< B8
SRV, ThoDBRENE V7 FLENE,
FFEEEXAIZKRAL, TAThOEEEZRD
7-. ¥£7-, Fig. 2T EtOH Z¥%/N L 7= 2-ethyl-6 (or
5)-methylpyrazine & (P1)(Table 3, entry 2)?® GC #
X DRRER UL, REFRFM 4.6 5 EtOH



WWHRTHAE—74, 168 HB LY 169 £z
2-ethyl-6 (or 5)-methylpyrazine D& Rz hk$
HEY—7 ABXUBMEEINE. V-7 AR
LU BIZHoWVWTIE, TDOEEBENLLE—Z A B
2-ethyl-6-methylpyrazine, £ — 2 B #% 2-ethyl-
S-methylpyrazine {ZHIR T2 b D L EX b2,
FEDTFTA L P RARYS MUREBSLILT
BY, HBITE3bDOTidAhott.

EtOH #E ¥R D 2-ethyl-6 (or S)-methylpyrazine
sa D RMAILE X UHME BT, GCEEB X UGNMR
ETIZIE—E L7 (Table 3, entry 1). &iZ, EtOH
ZHMLIZH DI, gNMR #Tit EtOH &%
1929% & RDB T LR TE A, GC ETIX
14.83% & EBEOHME L Y KV VEZ R L7z (Table
l,entry 2). ZORRXY, GCETIX, Hirds
ETBRILBMD VAR RT 7 7 F—DEN
EREIZRERBELEZEXDLBERENT.

2)gQNMR IZ X BT PV EHOSERAIE
RERIZL T GCERBLIUNGNMR EIZEYES Y
VB PIPIHIZOWTEREZIToEBRES
Table 4 {Z7;RL7-. qNMR ¥iZ X 3 EEMEIL, GC
HBIZHAS, R 1% I ENIWERER T,
GC i, DEEDHT & WO ATIIER TV S 28,
ROONT-ERMEIX, HOLWEIRMHOL AR
A7 77 F—B—ETHDIELEREL, Zu<whs
T ALLEBRENDTRTORS DO — 7 TH
DRI T RSO — 7 BHESHE T

HY, BREMGEVEZRTFE LTS V.

Iblz, GC IETIHEHES N 2WEE, RiEEAR
EVOEZREEDOREIIARTETH .

—74, QNMRETRO LN EEEIX, BRE
Nl 7o bV T FNABHEL VENERE
NEETHY, FEHNICLEMICHERITEVE
BRODLNATWBEEX BN, EbHIZELNTE
'H-NMR 22 b LT —F IR LRI

28

REThY, EF2D-NMR BIEZITH Z Lizk b,
AMEOREIZLEATEIRATERLTWS L
Zzbhiz.

D. ¥¢%

4SE, FEECSCUOROEREL LT, GC &
ST qQNMR EBEHRFEL—DIZR VB3
TEBHERIN. QNMRETIT, Sr&e T
DILEMDBERBARTERVWEEOTHY
DEABHDHEITHBVTYH, NMR 7 A
+oHEELIEbOTHNE, Fok S RkeamT
LESHEDOBPIENFRETHD EWVHIZ L E NMR
ARY MT—2 LY LEBEBRETETH
LT ENGCHEIVERTVS. gNMR EiTihd
BEMPOERICLSATETSHY, SHER
D FHBIZ OV TRIETBFETHS.
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Fig. 2 Typical GC-FID profile of mixture of 2-ethyl-6-methylpyrazine and EtOH, together with the mass spectra of peak A and B
The mass spectra of peak A and B were recorded on GC-MS.
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Table 2. Instrument and acquisition parameters

Spectrometer JNM-ECA (500 MHz)

Probe 5 mm indirect detection probe
Probe temperature 25°C

Spectral width -2.5-12.5 ppm

Data points 64000

Flip angle 45°

Pulse delay 30s (>5*T)

Scan times \ 8

Sample spin 15Hz

Internal standard Potassium hydrogen phtalate (PHP)
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