2006 360(0f3

RASBRENRERIE

BRORD - RETRHESEN e E

SREVENIR 2 B E X 7o B SR EINY DR O _EIZBE T B AR AT

TR 1 6EE~1 SEE RATERES

EEMRE KB ST

FRE19 (2007) £ 34



B s

[. BEenrRmE
EFRRIBI A & B E 2 e BRI DR DR EIZBET 5 REN R
VERRAST

II. P REDOFIITICEET 5 —EXR

II1. BFERLR DT Bk

58

59



EAEZBEZMERMNE (BRAORO - REFERMEE TFEER)
YRR 18 FER A mEE

ERRAVENR 2 B E 2 7 B M TSI O FAE DR _EIZ B9 5 RENTIE
EEGEE L K7 EXEELERBEENERTRMNIIMTE =K

WaEy ERBEAOEAND., BEMICAL ERSNEEERERINTHERH
O DN TR, FBEIRAT ZREDED N T\ 5, FIHEERE ORBREI
HizoTiE, BERBEEXBRLEZLOLTHHMICH DB, BREINYDAEEEBLING
i B ORBERZORBRIEIZOWT S, BRESZ BT LENDY . XTI, £
DEME L 72 DREMEEER LI,
EEHLEMDEEFERE - BRERE T, BELT —F_N—2AZHBE L, HEL
e F— BN 2B EH U CHREERITV., REFBNOEFHETEN I » A L) EH
BN CTREHEREESED Z LN TEL, Tk 17 EER LEEFEMLEY GIREER
Ba2&ie) OMBET 2,164, EMREREITN 1217t THY ., BEHIHERD S
& 5 R EREOLAYITI N RSt 70, BEHLA WD B SR VER T,
$ S 2 ERR L. T £ 0 (LA WIC LB R TER 2o L, FCCRIUED 161 &
B2 SieAs 342 bAMIC BB R L RE 2 EBH T/ LN TE L, AEER
et 2 I LRSIy OB RERTE T, BERIMMICONT, BITERT 7—
FREEIVEREBM T L O— BEHERELXHEEL, ESEIOT 7 — MIERY
FOBNFRE. BRELZITolz. BERMMEIC O NTIIE 2 BAEERFZ2RY
Lo, BIROT U r— MAEERERL. BT — X OBEEIIE D, BRERO
FERBAESHIEIZ DWW T, ~y FAN—XZ (HS) -GCEIZ2WT, HEB-GCEH D
VNVERRSN AIB-GC 1E & DB ST 21TV HS-GC IENREE L 2 Y 9 DM R E
iz, HFE CREELRFERRBRIETH ZHRMRENARZ b (IR) X, FHETHER
BRI OHERICILA SN TWS, T2 T, AEOHRIMD OSSR IR 27 - BET L.
BONEREREEEI, MEEREEREL. BT R AFAET DL REA R
FAT LR EOEABRKEER LT ARERX TSI LN TE L, NMR ORGHRINY
B ~OEA O E M Z A -, LC-NMR . REMLA Y OBIEFER D T« HIZFAL
EEAVEEFAESHIERVESE NMR (QNMR)EL B RIRMBOFROTIESE LT
RS LTz, ZORE, LCNMRIEIZLY . BEBINGFOERILEMOREEE
B, MEFENTEICFRETH D Z &, FALEEZRAVWEETAEGRIEIC LD . K
DILEMOEENHETRETH D Z &, ]NMREIZE Y, BOFFOBHREDCEE
BEBEOBHKECEETRETHLILERALNE Lz, BERFNMHORERF TOHEE
WBBLTIX., YA EUEE (SOA) &V AT A2 (Cys) & THEUDRIGERYDRE
Z BRI DB A, SOA & Cys OFIMFERBIZ L > T, RISHDOERSZ & &
BOEBYBERE SN TWDZ L MRS, RRENYORGFEFDE & OfF




2. BAEORSRIINDITER DR L

BRI L0 AT ASMAERMOEATIE, Iy NEROKRFEERET ) v LERH
MBI LD, 7 aaRl 2 EOWEBEERY N RSN, HERIERDITIREEFR
G Y 7 AOFBEERCRE, 7Y S UBREIIS U TEMT 2ERANRBO bl K
WHEERT N VA7 o VBERREMLARER I Zandirhs, ~a7E ki,
RS, Vo OBA R LIERERTIIAK S 07— OBMARD b A,
IR DK BEE N EERIERD OEBILICEN TH 5 Z LR S,

PEORFFERET, EEAICERIINHEEOEBRMICRIT ZBETICRIL 2 E & b
- REDHERIZETHHDOTH D,

oHERrEE A R

o] (LI RSB ER R

JA R

B EELE SRS
FEHRE

BHE B#

RE) | L FREEEEEIR
IR B

E L E S AR S AR e AT
EEFEE

A. R

BOEBIZE D, HPETIRREMEIT
RIEEDS 2 < S o EEMIIA ERA S TY
HERENY (FEHLEMEEST) 1TV
Tik, RICEETHEEICAITEREPED
BN TW5, BTG OERFMOES
BN R Lo2, BBAEOREMDEE
MAETRIET B OITIE, &bk, BEEN
W DI EE O EENRE TOBFEE IR
BIRTH D, AHFETIE, BEMIBND DR
gomEZBEHEL. UTOMEMEZIT-
7o

OBELHLEICOW T, FEESh
EERMEAED EE D, HAETHEAL T

BERMLEMIIT A EEFEREEZREL.
BREZHALNMCTHE L BIZ, AXKER 3
BAFRHHEET S Z LI L D HEFRICBIT
BEFHEREOBRREA LT DD,

BoKERFEIRFOFE A ERELER L2, @
ERICFIB SN T3 EBHMLEWITB &
Z 4300 REDH Y | FAHETITH 3,000 Dk
EMBERFRL TS, ZhbERHMEE
WOFBRERLEE X R ERRAIC S
THP R BREOE 8 RAEZFIHD 90
B & FCCURHE DK 450 SO FERHEA MO
HTHD, BHINMDIIRT 2 R2eEH
IENTW BRIV TEEML S DK
B BHEL—RART S Z LIXFRO
RERIMNIRKNNCEFE T H1T0 0 T2LME
Bl Bz b B> DEBbhd T &b,
FEEULA MO B EHRBIEREHE L, @
AEERHEECLERHENYOERE
OHEETIX, BlEEFHPEORMIRING
BAOEEILE DT, L ERDERE
WS HEIZ OV TR, BEREOSTE
ELTHEBMEETHD ., EELRPAKFO
BRBESITCHAIA TS~y RAA
—A-GC & & ZRE-GC EH B WIXRIAH1B
-GC 1B & DEBBRE E21T 27z, OFRFPAN



7~V (IR) V&, Z OfEENE L RIS,

B - B LAY ERDT, ERARICHE
AT, RIS ERIEEWDORERICIAL
BERENTWD, Lirb, IREERDHERE
LEGE—BLES L, BEERAEO I WD
— Y = ZEHE (FT) oitadie &b &M
AR S AL, 4,000-600 & BV i 4,000-400 cm™
OFEHD IR ZHEBEIBLND LI
TW5, —7F, IREZ, 1ZEAEREZLL
Bl LW, FRBREREZZATD
(L E 2 FESRRRBR B IC LE | B HEBEIR D BE
AR S ZEMLRER DPEH 2372 < |

TRLRBRDEHIBICES TS LEBEZLND,
DL RO L E T, IREPSERA
DOHERRBRICZAINDIDITHADI & T
Hb, I T, KEFETIZ, BEBMBDO
BB om B2 EEBRICL T, #AE
DFERABRIZ IR AV ENZH
EL, ELRBBRBFEHINTVDIHEE
IZOWT, £O& B IR #TE - BEtEnx
7z, @TEE, BRI D BREE 72 53T IR,

Wik a~< 777 (LC) RO AT u=
77 (GC) ORktigRe: L TEEBOITE
& (MS) Z#EfEL7 LC-MS BT GC-MS
B—RRENCRIA STV B, MS ik HEs &
THZERE > THTFEFROHIEER
BBNEOLNBZ 0D, {LEHORENT
BTHD, LnLaeRb, (IEEEEPT
ERMEAR CHBOBRRRERFH, M5
IFIFE LWMEA Y ERET 5 Z LIXEE
Thd, £, DFREOILEWRA A
fLLIZ WBE, B TLaEmDREMT
HH5E. REMLEWEE I B OO

BHALNEINTWARWES., LEOHIE
IEAATRETH D, LMo T, BEIC
k% RERERT BI21T, FEME
DEBREAT I, BREBAFTERWEE
ITELEE - BERE 1TV NMR, IR DA
7 M F—FEHIEL, BEEHRT L
ERbD, —H., BiEs o~ F7T 7 EEE
&3k (LC-NMR) i, LC Ofgitige e L
T NMR 28852 L2 & » T, ek
EL I TWe—EORLE (HBErER.
BEzownif (BRESHER) . BB 24,
BRI L T LAY OBEEREBL Z LA
AEETH D, Tz, WETAREERMLED
L THEEMT T2 L8 TED, &
= —IRENAL A MO UV RI 2 B kY
BHEhkzrsa~ NS5 7 4 —TkEW%E
EETHHE. MENSME L RYWE DR
EEERLETHDH. NMR IIFINTH D,
Thbb, A—OHsEELR>. B2D
{LAEBIZRBNT, E—0&p#EE LD T 1
by (H) Y7 FABRE DITmE OEL
Lz mS T2 b, —HOLEm0Ht
ERALLTHIE, BN ELLEE
T ORBEDBIR D HEIEXZDILEH D
HIE (HDWITERE) BEESNDEOE
BESBRETICRETE D5, EBEIC, NMR
I BERME (QNMR %) 13, EREES
ZB% (CIPM) OWEHERZEES (CCQM)
TERINE—REBEEREEIRVED D
LS, BB TR S £
ENTWD, Lo T, AEfTEAVIE,
D L HELEEOR RIFMMEITE D
B THRMICHE (HDVITIRE) ExM



B4 ERFRIEZDZbDEZZDND,
F T, AR TR B IRNY O 5T
NMR #FEBANCIEA L, LTIV TR
L7z, 1. LC-NMR E#xBWT, FHF 12-
TFN3, S-DOAFAET VRN 2-2F
N3P AFALEIT T UDREY
(2-ethyl-3,(5 or 6)-dimethylpyrazine)] D534
24TV, PDA-LC/MS RN GCMS I &L 55
BICsH T AR A OWTHRIE LTz, £72[F
BFIZ, NMR I & 2 R F B ORI DWW T
bRE Uiz, 2. BEFERIM 7 77 v ERR
DALFEEEIZ OV T, RERNMIEZ Az
EFNEREITV. ERBFEOHIEICONT
BEtLiz, 3. WY JA_— MEFOAF
VR F L EOERBAIEICHEEE AV
B NMR (QNMR) ExEA L, @ERD
EREOHROITIELRE Lz, ORI
N 58 i E HE T 1)V P AR AR & LT
REBIZER SN EHTEINY OREREIC
BIIAWMEYEREL LTV I a2 b—Y
3 T AHEERETS L LB, HED
BRI DV TR T LAh b DR 2 87
ENLOFREEBEORME~DER~ L
FTHZELEBEMNELTY ALY VERICET
L EIToT, OWREERRT MY VA
11, BFELAMENTIHEURSRETE
KAWL RAEBSREREDORER L L
TELFAEN TV EBEMHTH Y .
BMEECBT A2 MAEDFEESIE D
DICEEREEE R LTS, REER
BRIIE L D OKEDHEEEL LTHRIAS
T E =M, 1972 12 Rook B 2RI D>
brmuiskREL D Eo, K

DEFBNBIZE > Tr7uua Loz iide
Uiz#fxig R a2 & (THM) DR
ENBHZERHELNELTNS P, ZhE
TR DOERNIBIZ LV ART D HEE
BIABS DWW TIRIE S BFEER T TR
D, TNETRAABTE =M AR, 1
KzaZ—n, NoEiER L OKL IRER
REBLAMOESEPIHRSA TS, =
DIz, FETIIHERERYIZ L DHEE
A OWTEHMER TV BBk DB E
HEMENRIT 5N TWD, WHO DECEIK T A
K54 & 3RITIZ, 7 madi s (CF
2202mgl, 7aEY 7 un A F L (BDCM)
2% 0.06 mg/l.
(DBCM) 73 0.1mg/l, 7 aE&R/LA (BF)
B01lmgl THY, PT7aET7EI=hRY
)V (DBAN) 7% 0.07 mg/l. WEEEESL L
TY7un7E b= kUL (DCAN) 7% 0.02
mg/l, k7 vZ— (CH) #» 0.01 mgl,
NuERRIEICE L Tk, £/ 7 v o R
(MCAA) 7% 0.02 mgl, Y7 v o B
(DCAA) MEEEEME L LT 0.05 mg/l,
b U 2 o aEiEE (TCAA) 23 0.2 mg/l IZRRE
EhTW5b, KE EPA Tit# THM DK
RS EE (MCL) ERFEH & LT 0.08 mg/l
THY, NOEEEEE LT0.06mgl & LT
W39, ¥7-, EUTIX, RTEM & LT 01
mg/l IZERE L TWAHN, N EEEEIC oW
THEHBEShTW2W 2, BE, PBAET
KB A DKEELE Yz T, THM ik
¥ THM & LT 0.lmg/l, CF %3 0.06 mg/l,
BDCM 28 0.03 mg/l, DBCM 7% 0.1 mg/l. BF
28 0.09mg/l. DCAN & CH i3Z/KEEHBE

7uaEsssuoa XLy



EE LT, FhEh 0.04 mg/l (BFE) & 0.03
mg/l (FE) WEREINTHBY . DBAN I,

ERREIIEE & LT 0.06 mg/l IZERE LTV
3, TR 15 EITiT, KEBEKEEEDOKIE
RBENBIT oI, N EERER B IRE
X, MCAA i 0.02 mg/l, DCAA X 0.04
mg/l, TCAA 1Z 02 mg/lIZBRESINTRY,

F DD v BEERRIZ OV TIIERETER
LipoTW5h, &biZ, BE, TEREEK
ROWMEARDICE L TH, RAREERE
BT 2 REBIThTWVWS, ZTNETIZ
BROKREERET M) U LAREITHES
THM A28 OfERICBEE L Tl BE LI
LB F ¥ RYREYHOCFDOAER IR,
SRLICL 2 EBMERRIZEITS THM
35 AR 3 BIZ & B4FLELES
T MBI ARERRBREFICLD CF
IR BN ORRE 72 Y OBERH B 1D,
INRETDEIZ S THM DEREFOER
PIEATHETIRIIE-TEBLT. £k,

FOMOEERIEMRDICE L TiX, Chang
BIEBIN—Y Va2 — ADERLEIZ X
LHET B EEERDORTICENT, 7
SR Tl N YA e B (1.7 AN = By e ol Nl N
WAERRDBERHBH D, BHICBTHH
EEIERY D E BR 2L B ORI 134T
LTV, T, BREINYOZRER
DERRIUIC BB H Hav, 2002 FI2H
RIBERLTINY & L TREKRIIERE
BT HILIEVELNDKEEREK
(Wb BEMEK) BEIEESN Y,
2004 EITITREERET MY U LMCRER
FLCEATSZLRRBDLRTVS 'Y,

Resch

CBELT, KE

F 7. REESZEBKICOWTH, BiE0S
BALIZ & bRV, SRR DOBESBR S
NAHREHERERERBLELLLO2OHD,
BRICBT B EERIERY OREERICIE
RSB PR ERERNE LD, EZ T,
AR CREREMNY ORGP OLFYME
E DIEERIC LY £ T D0 DOE
HERET MU U LAEICK
VAR HIEBRIERY L LT, THM, »~
27 b= hUA, N B & DAERE
BRI CREEIT o .

B. BeEHE
1. BRETHEALTCWAERHLEMO4
FEFEAE - BREICEDLIHAEMNE

FROEIICHRBENREZL, BiZ—D20
REBEEL DY ) = LLTHERIATH
BHOIEONTIEEHAT—FN—2ARBL
S LTWeWERAENDERERHE
TR0 . BSHEIC RIS B,
FE, OBEOFE T, KETITEERER
BRENOEREETE TIZ 8F, BUNT
A BICEE, £ OoBREREIIC
LHERE L, RAETHIMERE TR
HMENPLEHETIC2EZELL,
AENITRL 16 FERD LT HEED 2 n &
EEMITHRERKKRTERAL TSR
4,300 OERHEA M EREREET 52 LIC
LV FAELEHAOT —F_N— AL EHRIE
TREZITo1z, Ty — FNRER, B
EREREL W IEESTICRERLE
WY A N2 Email idfi L. X 17TF 1A
MHnb 12 ARE CIRELERHYANGE



BLEBEHLAMORE L B2 18 F
AAFENLT7TARETIKEIZET AL TE
B L 720
EIZOREEFHTITAARTERLTHD
FEEMEA I A E FEMA-GRAS f.
EU-Register &, JECFA U 2 FREMZ 7
EHEF—F_N—2REA L, BREIR
PCTT #sicCEH L,
2. HFEHLAHO B EREOERICEDLD

FAEDTIE

SRR 16 4EEE DO FAARFZE THERR L 7T
B2 RWTEBMEA I LERRBER %
WML, Bz OEIMLEMICLALTD
E B 2 {LAM ORI L TRE LT,
WEIZHRE L EBEIC, AR 14 FICRE
L B REOTBREERT — 7 ZEITHRK
NS R RO TR PUMEZ RO A AT R}
TEALDOER Lz B EREERES ()
WX VHEBEOMERE L, RFIICHE=
= NVERE LT HERRBR D= O DB RIFET
Y — MNXEREAMT B Z LI X o TRAUEE
W 5 EERKE L, BEHMEEmIX
EELE LTOBENOERAENTHD D
ONRHY, FEORFEERETDII LI
LV EBOBRBEOH Y FITOWTRET L
%, ERR 4 ERED HRPETEAREL
TWAEHBEHLAEMOREERICEDL D
FABE] CEELRBRET —FREILF
RfE A EDS 10kg LA ED 553 {LEWITx L
T B EHELERET LI,

3. AEEREHPE LAY OE
WMEOHTE

ER—AR—BICERT 5 RLRMNDE
% FENFThoWEORLE - BIAEDHE
F—ENLHEET D,

BERNMEERNTHEEL TS, 5
WiE, AL TWAEERIIH L, TV 7
— FMEX T, BRFENY 1 REEIC

HELE - AR

NELBIK REWMPE, BMHLUSO AR

T OERE - &

NEHRETOFERE - HFEFE
DEZEEZRD, ZNEEHLEZLET, #0
BOERMIIETONE, BREDEREE,
LpEELML. AL EMBHETERLT,
—HBOWEEREL L., ZOFEEE 3 F 1
BA 7 NTITH,

4. HERSRER OBEBEESITIEDRE

HHMUOBEEERM Lzn 7 e —r
Hh, TT=HLER =T HAPD2-
TR ) VR RAF ) = DN TAN Yy
K2 ~—2 (HS) -GCIE(EHERINE) K U
B-GCHEIC LV & IToTe, X F 2 (Y
v IR UM AE DEBNE) F02-Tr
)=V EOAZ ) — T DWTITHS-GC
1ER USRS AIB-GCIEIL & D T 21T o 7,
4.1 EBYEFRII~ Y FA—Z(HS)-GC {E

-7 ) = VRAZ ) — VKT
RL., EEREA L L, EEEK Al0ml
ROVsml #FNFNERICEY .. KEMX
CIEREIZ 20ml & L AEYERIK B R OEHER
wC L L,

4.1.1 —BEREE

~y RAR—ZFASA T AT, 3E0.04g

PR, BT L AULEIERIE A, B



VARG B, IBERFE COWTNMAS5ml T9o9%
EREIZINA BEbICER L, —BHRE L,
BE, v SR Fy s AFZ—7—T 15K
4%, HS-GCFID I £V 2-7m/) =R
VAZ ) —DE—s EmEEE L. BIE
RsB R~ 2-7as ) —VEREAZ
—VOFEMBEEZHE#IIC, 7av b7 T A
Fof e —s mIEEEHEICIRY . BRR
ZER L. BRROME L ORZRERRL
DEEEEN S, RBFO 2-7 e ) =V RO
AH ) —NVREERRDI,
4.1.2 EESRERINGE

)5 —+¥ (MP biochemicals #-84) %7K
WML, 1%EERIEIRE Lic, ~y FA
— 2L T, BB 004 ZED . |
BT LKSUIZERIR A, RERE B, 17
YEVEIR C OV 5 ml 0% EFEICN A,
T 1%EEERK 0.lml 2%, EbICE
HL, v/ X F v RAF—F7—TC1HEH#H
#1%, HS-GCFID IZ &Y 2-7a )=k
VAZ ) —O— s EEERE L. BB
D 2T )= VR RAF ) —VREEK
Wi,
4.1.3 GC JIESA

~y RAR—=2Y 7 F— (HP7694, HP
HE) AT IRE. 40°CEIX60TC ;
N—TRE. 110C; NV ART7 =T
BB, 130°C ; /A TIVEEER, 40000 ;
Shake. High ; /N1 7/VEE, 10mL,

GC-FID (HP5890, HP#tH) : 47 A,
Aquatic-2 (PN%E0.25mm, & &60m. EE
l4pm, P—xz YA TR (R) &) 4
5 LRE, 40°C(6min)—4C/min—110C—

25°C/min—240°C (10min) ; ¥EA FIREE,
200C ; TARE, ~V UL (Fx Y T7—=T
Z) 175kPa, 7k3& 100 kPa, 225K 250 kPa ;
BEAFE, A7y NEA (A7Y » R
=10:1) ; BHIBEE. 260C,
4.2 7&B-GCk

tert-7 % J—iL 0.1g {Z/K &M% 100ml &
L. WEERKE Lz, 2-7a)—vKk
WA F ) —VEZNTNR 0.5g T OFREIT
29, KEMZTEMREIZS0ml & Lk, Z0
% Sml ZEREICED . KREMLTERI
100ml & U B L Uiz, 38 2g % 300ml
ROFAET F 22 |THEHEITEY 7K 200ml,
A MER VY Y a— 8RR 3ml 2 A
N& IR, WBERIRE (tert-7 %/ —
V) 4ml ZIEEFEIZEY | 100ml BDAART Z
A AN, REEBLMESLILT, TVE
hREEREEHZKTRG L, @B lLsbElk
DIFERBECALROE D ICHREL R
5. 1 5N 2~3ml OB HEE CTESK
IOml IZ/2 B ETEE L, ZOBHIIKE
Nz CIEREIC 100ml & L, #jKE Lz, B
TR OMEYERIZ D% | GC-FID THM 1T -
Tro BIEROMBEHERD fert-7F / —NDY
— 7 IR BEEE Q- =Rk
YA Z J—)N) Ov—7 't Qr KT Qs
ZR®, UTFORUTED 2-7'm ) — Kk
VAE ) —NVOBERDE,
B E=FEORDEQ/RBOERE(®)
XQ1/ QsX04 (%)

GC BIESM 1

GC-FID (GC14B, BEHUEFH) ;»7
A, Gaskuropak54 (PN 3mm, £ & 2m, ¥



—T A A (BR) B) T ARE.
120°C ; EALIRE, 200C ; T ARE, ~
ywa (¥x U7 —HA) 250kPa, /K58
50kPa, ZZ4. 50kPa ; MR HEHRE. 200C,

GCHRIE M2

GC-FID (GC14B, Bi8ERTED . 1 7 A
Aquatic-2 (FR££0.25mm, & X 60m. [EE
l4pm, P—x AP A=A #K) ) b
5 MEE. 40°C(6min)—4°C/min—110°C—
25°C/min—240°C (10min) ; HEADRE.
200C ; HAFHE, ~Vvbs (FrUT—H
A) 250 kPa, 7k3E 50 kPa, Z=X 50 kPa ;
BEAFE, A7V vy bEA (R7Y v bl
=100:1) ; BHEEIEE, 260C
43 RS A1B-GC i&

tert-7"% J—)b 1ml (Z7K%&H % 1,000ml
L. PUEYERRE LT, PUETERTE 4ml
2K ZEHMZ T 100ml & L, Z DK 10ml £
BT 2T IR AR, HE LR,
BEICBo R B 0.1g 2 LT oMA,
FRL, o THIETHERLEL, Z
DIk EFELKBIABa =y MTB L,
3,000Xg TH 1 BRDELAB L. AIRER
WE Lice BiC 27—V ROAZ
— LB FNFNM 01g TORBIZEY ., 7K
I Z CTIEMEZ 100ml & L, Z DK 0, 5.
10, 20 BTN 40ml ZEREICEY . ZhEh
PESYEPAE 4ml % EREICINZ, KZMET

ERE 100ml &L, 5 REOEER (0~

0.4mg/ml) & L7z, MBROEEREZ TN
Fh20ul$THOEY . GCFID (EE-GCIE
GC HIESGM2) THWEITol. RERE
YERR L. WD 2-7as ) — AV ROAS

J—VOREZEHL, ERENOREF
BEEZRDE, £, EEELLT B
MR OMEHER (0.1mg/ml) D texrt-7 ¥ / —
O — 7 BRI OEE (2-7 a8y
—, AF =) O— T EREL Qr BT
Qs&k®, UToORizLY., 2-7m/ )/ —
NEORRAZ ) —LDBERDI,

BEBE=REORREQ@/HEOHERE
()X Qr/ Qs (%)
5. BBRMGDIRIEIR AT hIVIZES
+ % BRI 248 & BRI 5
TREWTEE

A= 2 ME (XY 3 —/b, Nujol %) . KBr
G B U NaCl §E5I7: C IR % I L FCC
%> JECFA E#DBR IR A~ ML &L

BRE LT,
6. MR %2 X 2 ESHIEIMYOBRESTITIE
IZB89 A AF%E

6.1 LC-NMR iz & 5&$ 12-=F1-35-
AFNETDOURD 2-ZFN3,6-FAF )L
v UV DIREW] DO

6.1.1 SRRt FHE

BRI 2-F N3 S5-DAF ATV R 2-
TFN3,6-PAFNETV DIRE W BT
2D, 10 pL/mL (CH;CN)ZFABL=bo0%
SR ELE, LT O&MED LC-MS,
GC-MS KU LC-NMR iZff L7z,

LC-MS D#rdeft . Waters #-# LC-MS
system (LC, Alliance 2695; PDA, 2996; MS,
ZQ-4000), LC &M : #1 7 A, TSK gel
ODS-80TsQA (2.0 mm i.d. x 250 mm); B 7
LRE. 40°C; BBHFE. CHCN : H,0 =
80:20 ; ¥, 0.1 mL/min; PDA. 192-400



nm; BHERE, 278 nm, MS & V—A
BE. 120°C ; AR, 350 °C; FilE
A A, 350Lh; 2—rHFA, 60Lh; F
Y5 Y —EE, 3.0kV; a—EE, 30V
(ESIpos.) ; AF ¥ EH. m/z50-300,

GC-MS Z#r4efk : BB ERT (BB
GC/MS system (GCMS-QP-5050A), GC &
£ B A, Inert Cap WAX (0.25 mmid. X
30 m. [E/E 0.25 um); [ALEIRE. 250C; 1
vE—7 =—ARE, 250C; EAE. 1.0
pl; EAEE AT Y w M(1:200); A7 AAH
JE. 87.5 kPa; 7 T L&, 1.5 mL/min; &
Bk, 50°C (0 min)— (5°C/min)—230°C
(36 min)—40°C (40 min), MS &M+ A% ¥
A, m/z 50-300; NIST library, NIST147

LC-NMR #7444 : JEOL #%¢ LC/NMR
system (LC . NANOSPACE SI-2
(Shiseido); NMR, ECA-500), LC &&ft: U1 7
A, TSK gel ODS-80TsQA (2.0 mm i.d. x 250
mm); BT HEE, 40°C; BEHE, CH;CN :
H,0 =80:20; ¥, 0.1 mL/min; EAE,
2 uL; B HER. 278 nm, NMR S JIE
B . 30°C; ON-FLOW {&. FRACTION-
LOOP ¥z & 0 lE L7z, 7236, WET-COSY,
WET-HMQC R O'WET-HMBC I L W &7
FNDIRBEIT T,
6.1.2 BMELORIE

LC-MS 23\ TR R 278 nm (2384
B Y — s EELEHE Lz, GC-MS TR
% TIC 7 m< k7T L — 7 mRE % RIE
Uiz, F72. 38 20 uL % D,0:CD;CN = 4:1
B 500 pL 1A L. 'HANMR BT 5
pyrazine B LD SALR 6D TR b

series

FAOFESEL D BEELLERDT,

E 8 NMR 54 : NMR, ECA-500 (JEOL),
temp.. 30°C; scans. 8 times; relaxation delay.
5-100 s; detect signal, d 8.38 ppm,

6.2 BEFIIM 7 FF v EBRDORERNL
H% R\ T E AR AT

6.2.1 EIEE AV F IV BERRDOET
IVERL

UN- Xy 2L 7 3 v (MN-benzylamine)
MB) & 724k PN-~N v P AT 2 v (N-
benzylamine)(*’B)(0.1 mmol) & &* =" /(0.1
mmol) % EtOH (5 mL)IZ¥ED> L & & H.90C
T 5 B & ¥n, RGIRIZKGO mL) %
MMz, 05 M HCl THREEMICIRE L2,
AcOEt (50 mL) T 3 ElfiH L7z b D& &b,
SRR LTz,

6.2.2 LCIMS S47 54

Waters 8¢ LC/MS system (LC. Alliance
2695; PDA, 2996; MS. ZQ-4000),

LC &M 1 : 15 A, Atlantis-HILIC (2.1x150
mm. Waters); 5 7 ARE. 40°C ; BEHFE,
90% CH;CN (0 min) - 0% CH;CN (50 min)
(0.1% HCOOH included) ; 73, 0.2 mL/min ;
VEAE., 4 uL; PDA, 192-800 nm ; #HIK
£, 600, 680nm,

LC &4 2 : 515 5 YMC-Pack-C8-AP
(2.1x150 mm, YMC) ; 7 7 AMiRE. 40°C;
BEFE. 10% CH;CN (0 min) - 100% CH3;CN
(50 min) (0.1% HCOOH included) ; Ji3E. 0.2
mL/min ; JEAE., 4 uL ; PDA, 192-800 nm;
R, 600, 680nm,

LC&H3: 4 7 L YMC-Pack-CN (2.1x150
mm. YMC); T LB, 40°C; BEIE,



10% CH5CN (0 min) - 100% CH;CN (50 min)
(0.1% HCOOH included) ; #ft3&., 0.2 mL/min ;
EAE. 4 uL;PDA, 192-800 nm; & HIE K.
600, 680 nm, MS &ftk: ¥ — RIREE, 120°C;
FRESEREE, 350 °C; BsEA A, 350 L
a—yHA, 50Lh; ¥¥ 7 U—8BE,
3.0kV; =—BE, 30 V(ESIpos.); AF
¥ o #E. m/z 100-2,000,

63 gNMR #EIC X B Y Y — MEFOD
TFVZFUVVEDOER

6.3.1 WEMZEER DFHER

T ZNEEAKED Y U LIS HBENEE
KT FERE B B B B 2R, 120CT
#1EERIME L, T —F I AR TR
BT s, FORE300mg ZREBICEY, B
AH ) —NETE b (VDI RGE
TR 30 ) Lk, EFEIC 100mL & L
77
6.3.2 EEHAK OFELK U gNMR HIZE

NMR %:7&: JEOL ECA-500 (500 MHz).
Variann Mercury400 (400MHz),

EHB 50 mg ZREICEY . WEMEER
WA 3ml A— ey MITERML, Zh
FEBAIKE L, ZOWN 0.6 mL % NMR #l
ERY TN F a—TICRY ., Table El &
R RETHIE Lz, Bbhiz% FID 7—
ZIE NMR F— #4437 b7 =7 Alice 2
ver.5 for Windows (JEOL}ZER Y 1A, 7] Y 7
=T OWESGE Ty — Y m R, N
— 254 VHIEERTo T2, Fbiiz NMR
ALy M OWEMEEEDTESE(T ® ~ v 4
@), EFED EQ ¥ 7 FNESE(T " hr
4L RBIENBROLICEH L,

10

EO (%) =100 x
ERBOBIE Y S NS E/Ax4 ERB OB R (mg)

PUAE DRI E/4X204/PIEBIEHEIAIE 3 mL FONIENE R
(mg)

44 =F Lo FF YA FEO)DHT&

204: WEMEHED T &

7. BRTFORLEINY OFRKEIZIS T
HIERRE

YLVEVBEOYNALECERD Y U LRSS
£r L., TRLOHREE UV BHEHRMNE
HPLC {2 & % 254nm D7 a~= b 7T LOME
FrEV#ET D, RERAREOREL 71
< NS T LD BEEL LT, M4
MDY NEVBBETFEREZRD, YvEy
B OREIE DEALERETT Do
7.1 BIRREER

BT T AMIKHERK THRE L. —ER
EDYNVEVEBREAN., RERETFL Y
TvA 7 aBRT2Z LickY., Ehig
VERRICHTEDREICET DI LN TE
570
7.2 By L OFEEIER

BRFOETNVHELSE LT, W20D
TIJBEYLEUBERE L TESRA
ERKB®R, YIVEUVBOBERIIEOX
5B Lz d, HPLC B — 7 IZ& T2
D,

8. BRIMYORSEF OIIFHE & DOFE

EVERIC &0 4T D5 iR E R DA

8.1 &gt

ERN A —S—THEA L& ¥ XV 28K
lmm (ZHRE) UERIZAVW,
8.2 I

£ TR R4 IR A R R B R



ZHYUOKEARBRA L AV, REERR
FrY ARV =, pL-U v TBR,
A BT ISR TEA B IR FE
HEOERBRMGAERV, 7 ZVBEIKE
FRU T A T EH R ORE 1
K& Ae, JIEARBRKIZIZ, EDS EL
<1 MilliQ 7k & AV e, & DD IEIISF
B AV, REERET M) LIRS
FIMAEEZE 7THRICENHEN DI Y
FHEE PTEEL. ZOBRIEE RER
R MU ULEE L TRV,

83 FHERUEE

~y KAA—2 GC/MS & LT, Agilent
Technology %4 HP-7694 K T* HP6890/5973
% f\ 1z, GC/ECD i Agilent Technology %4
® HP6890N % Fv>, HfiHhit —GC/MS
11 B sERT R > GCMS-QP2010 % FAV 7z,
ETOH T AZREIT 110°C T 3 BEMNEVER,
w LAV,

8.4 THM A~y KAR—2Z GC/MS &4
~Ny RANR—AGME A TNF—=T
B 1 60°C, YT NAA—TRE : 130C.
NGV AT 7 —FA ARE 170°C, AT
JVINEABER: 30 min, /N4 T VANERFR: 0.2
min (15 psi), FEAE: ATV v ML)XIX
(1:20), A7V bEix GCMS ARBRIKIZ
4¥h5 THM BECS U CEELE 21T
72, GCMS &4 7 7 L AQUATIC 60m
X 0.25mml.D. & 1.0pm, 77 7 LR :40°C
(2min)— (4°C/min)—200°C, FEAHIRE :
200C, hT VAT 7—F 4 VIRE 1200,
A A ALIE Bl A FALEE : 70ev,

85 ~uaT7E b= kU LA GCMS G

L~

11

GC/MS &tk 715 A : DB-1 (J&W) 60m X
0.25mmLD. JEE 1.0um, 7 AMEE : 35C
(10min)—(20°C/min)—300C, A7 U v kb
A, EARRE 1 250C, A v F—T=—2R
IREE 1 250°C, A A AklE B A A AL
J£ : 70ev, #HEE : 43 cm/min
8.6 o EFEEA GC/ECD BIFESMH:

#1725 :DB-1701 (J&W) 30m X 0.25mmI.D.
RIS 0.25um. 1 5 A RE :35°C(10min)—5C
/min—75°C(15min)— 5°C/min— 100°C (5min)
—5°C/min—135°C—20C/min—260°C, A7

Uy LA EARIRE : 200C, RibEHR
BE 1 260°C. #HEE : 25 cm/min
8.7 WHEIERELT MU U LLEITIR

HE2g250ml DAY Y 2—F ¥ v 7N
A TNCERD FHERREL LT 100
pg/ml & 702 KO ICHRE L REE R T

MU D AEIK20ml 2N EHICERL.
10 25 MR ELIB A AT - T, RBE LR, 40%
TAaNVEEET MY U A 2000 2R T
RiszE1ED, K<HEHELLHE, 2RI
L7,

C. IERRRUEE
1. B#PETHEA LT EERHMLA DAL
EFERAE - EREICBL L AEHE

EELAY ORI LARERE
(BB E) WE % A KRR 3 MBS A (2006
) \[ZEWHET D Z &3 10F] (EREERER
T¥2) ORET 2003 FIZHRE 72, 2003
FEFARICBIT 28D TOEROERER
BEBRRT LEETH -7, ERMICER
THEBEWICELZOREIIBMTHZ L



L7,

Fohr— NEERUE DEFHITE BT
FHERIRATIT Y Z BN E LY, HIEIOR
BETIT v r— FEEORBEICS K2R
B EREEHETIC 2 EEELL
A EIZRTEIORR S, FTHOREEEMNT
BF—ZN— 2 EELLEELTBZ
LIz ko T, FEEZRFR Y RO IEMICH
BErHEs k5 CEHE L, TORKER. 7
vr— NREORS FEIRE, ERERH
T COEEEEER 6 ¥ B LWV O EHRT
ETTBIENTE,

BISMENER SN S EREREICB VT
SEER LT — F =R IBD THEHT
BHotr, AROFEICBNTHLZDT—F
NReRFRL PN TERNLDIZRD &
Bbhd,

R 18 EEDOHIE LTITo e RED
MEEFERE - EREWE] BRABIZEITR
DEYTHD,

O FEAGEL

5 SR B30T 2,164, BTEIFAZE 2,854 12k
_RIMBIZH -, FOBEBIZOWVWTEER
DFTEND 2L b H DN, EFEITRTD
7 U7 HBEOEEHRS OB I EE R
B RERELENS O RE LOa B L ED
bhlr BB hh—RLEBEZOND,
@ HE

OB 1,217t ATEFEZE 1182t 12k
BT L VWO RRTH o7,

@ BDE

BEREIZ O\ T, JECFA OFRFHHIE

KBWTZE2MIEERLEENTVD

12

150 g/ NBELT O 5 B3 1,373 dn B (&
B 63.4%), £, 0ug/A/B (JECFA
OEREMERBEHICB W T OGS 7 A
MOBE) SATFoMBEHIT 1,999 & B (&
BhD 92.4%)Th Tz, RIERE & RERIC
ENTEASNTVWAESERMEAEHOR
HOWEBREIPETHD I LBDHPo
7o '
@ FHREESEOEDE

Rk 16 4E 12 ABER 1TE 12 A E
TREHIEE L 2oz {bAY 8 MOERE.
BRE % Table 1 1277, RAEEEZEBRW
BB ER LR O EEIRE & Y
% L. SEORE TR LNEEREELE
YoFENREICBT DHEEEREIIED TR
VWMETH ok, SEIORE TIEREMITE
ANBNETHERAINL TS Z & BFER
Ny, SR LEHNREENLETH D,
AEOFEFBRIT. BOECRT 5EFRO
EFARRAED TRETHD Z & BEIET
BHLOTHDHMN, FRFICHEIE DS THEA
LTWB D% E D, JECFA BE5EEEHL
B0 REWTME T IBROBRER L
LT, ERIZRKDHDT —F Tholck
ZARENEOBERLERTEDZLES
%2 % & EOMEIERICE . —H,. GH
OFEIL B KK 3 BSREEICREZT >
HDTH-oTd, KERORAEBRIZ OV
Tit. EEOBNY DR 18 FEREEI
R CE R0 e IR TERERZ ET
botr, SHKROEHNELTHKRT LK
AT, A HNDOFEIC L ARROBEBRER
PICDNTHARLENEBZTVD,



2. BEHLAHO B EHRBEOERIZEDLS
FHEMIE
HATABEN TSI RHEFEHLEH D
BT, AROAEZWNEME . FCC ILHE
& B B OVECFA 235 B R E D 7 HITfE
BT BB UMV, 2D 5B JECFA
BRIIREHTHMEME 2 RET DHLOD
OTHT L b HBmERE R LI BB T
X, Lo T, mBimERT KL
TR BEREOAEZNED 9 mE &
FCC IHDH 450 MEDHE VXD, ZD
SLEELLGBEERERTD &Y 450
DALAYIT UHSRIEHSEARE & 72 o T2V,
ZDX YRR OP CRBERE B L
FEEMEA OB EER/ L. JERARLT
W 2 RERORER DT ET DD
D TR ARSI B b RWICRIDH D &
£z, WEMRETH L L,

SRR 16 4EEE 1T 3,000 & DOFERULEY D

BHBEEOLIERTIONEEILNOD
MOV T OFREMFEEITV. BEMLEY
R B ARREE OREIXMLEHOFEE
FIA LI 2 ANTHRO 2 ORELE
FLWHETHD LR L. RWVTER
17 €EREIT 16 EEOREMRICIR > T, &
FAEDZVIBEEIZ HAL 245 {LEBIZONT
BET L. BICHEEZEERV 129 DAY
WEERBERETE R, ERICHRLE
BETLIAD TH B L, FRMEEWITITAEM
Bk, RREREE, B—E2HTHDHME
S bR AREYEFOILEY., B
R EFEX2LORHY . TLENITD
WTHBEOEEZ R T OILERHD T

13

LW oTo, Ein, R 17 FEOFERT
FEBELUC, BFEFERYICESLROEREE
RETHHEOLERGORE, BEEE
SLEYOHE ., EEEME(LEM DI
F. FEEFLAWICHT 2B LT DR
. RRYEEZEA LR EREKR~
RBEREESH I AR SN, ThbD
BEO S LR 18 FE TIIEGRERLE
WEEA L TN D EHE~FRE LR,
B RLA Y O BAREEIED R EIR ]
BETHBZ LMHEMEL Y. EXRIICET
DEGERDICESBOEEELRET S Z
& CIRR Uiz, ERBMEBMEEIZONTY
BREOER, AT cis, trans AL SN
TWAH b DI DWW T B (RiG,
cis KBASRIT N9 5 trans 5, #|T trans {487
UKD cis 1) BEL I LITEIoT,
F OFERE AT cis, trans VAR I TV
WHDIZOWTIHRA & LTEEEREY
LLUTERHE S 2 & & BEHEIERIESE L
Tz, R EFREE T 2 EHEEY.
S B R RS IR A M E I DV TR
HERODDHCELTEHROBITIREL LT
Boled, T b OVERFESHT &V AL 18
EEIHR Lz 24 LEHD 5 B 213 {bE
MR NRE CTE I, 728, AL 17 FE.
18 EED 2 FEETER L 342 B DR
BDH 5, 161 L BEIXFCCRINFE TH -7,
TR 17 FESICBELUTUITER 196 4 A
o AARER LEER— L= T
NETHZEELTND, Tk 18 FESIT
BLTHEBEIEVREARTLITETDH
5, HEHMLAYO B EREEER LART



5 LIIBEIEERNORERMICTFET DT
230 TRLFERE FItb RWNCERXH D
HbDEEZRD,
3. AEEREHEZEIC LEERENY OE

BEDOHE

REFn 574 &V BRAA L2 BE 7 BIOFHEER
Mz DT OTREDOFKESR, ADI OH DI
iy 1 5B EOEBREHEEIZ. D ADI
ELY bRYTEVVETH 7, ZORER
v —ry bRy hFRICLDRR L
FETH DT iehoTn, BREEIZD
WL, R P OTEHEBENR S o -
BAERKR L. EEOEOBEREE A Bk
BIRNETFHE 2 AIRE T, KEREBIT e
7. BRI DWW TR 12 I
ExR AL, B 2 B, &ABEEICHERR
BEE LD,
4. HERSZEFHIP OBREBEOTE
HKEB-GCIEDRER &L~ 5 &, HS-GCIL
(—BEkR@ERE) DM, EIMEL 72 2 HEM
BROLNZMR, HS-GCIE (BERIFMIE) T
F, ST HARUIR T = TLDX
HZENT—EI LV IMAKGESNRTN
H BTN TiE, FEB-GC ES L IZIE R
PETFEWVERG D, REELR2Y 5D
tEZbNE, LnL, Y27 TADX
AN T —E TSSO A
TIMENEL . BIOBEREAVDILERD
ArrEZbNEZ, £, BETHELNE
JIZHOWT HS-GCHELRILFY VT U—
HSLTHONMEIT e ZA, RIFRFER
BESN, RE-GCETHLFYET U —F
SADERITTEETH D LB DN,

14

R4 A1B-GCIE T, 7 Frnbid 2
TR )= VRERAZ ) —ABBEHT S
W, 2278 )= VRBAE )=V BTN
JFATEENTNRN, = )i
VT RS AI8-GC BRI 2 BRnEU ERER
21T ol RERE AWV TR EZEIREL,
Wb 2% ETH o, —F, PIRE
FICLVESMEREEZRDD L. Wb
100%LA k& 22 oo, & 2T, WEERANEIRL
EBRRIICHAR LUZFINEK (=% /) —1®
7)) ROZ OISR %2 O RS S
=v MZBL. 3000Xg T, # 1 BEEEL
HBLTHLNEZARE ST Lic, RIS
BETIE. (=& /— N0 —2 \iK) / (tert:
TH ) —=NDE— 7 EfE) =25 THoldD
Wt L, BBAAIB%IT. 26 ICER L, £
7o, BRI D HBBITIX. T Ok, 2.7
Tholz, DHXGWE (BEE LHE
YEME (tert 7 F /) —) DEBPELD
BAIIL, EROENRBREN 2N &I
2%,

Wiz, BRAAIB-GC ¥ (R ERIE)
& HS-GC ik GEYERMGE) ZHE L Z
%, BB HIB-GC IEOFBIES - & 37
Do, FFEOERELN, T F P
DOEBREAATEL LT, HS-GC L ERA
FIREL B 2 HTz,

5. BRI OFRNFINARYZ FVIZEE

I % ERRA A2 IRAE L E PR G R LIRS
T HMEMER

Rk 16 EEITIT. 23,56 T F T AF Y
00 IR OBREEITo72, HRENTIE
FCC RN JECFA OZRIR 2 &, £425 IR



BELNTWD, TZ T, ZOREZHER
L. ~3—R METH KBr SERIE T HIRHEL
72555 IR OREIEEEEDT,

Erg 17 FEIE, XF A DR ORES

BT olz, FA v biEx D IR PIRES N,

Ly F BT b BERIRIC L - T IR
BERD, TZ T, ZOREEBRE L 7HE
B EKDEKIYBEET DD, BE
REEEICL > T IR ICENTHZ L EH
BT L, =2 MEEAWVIITIZEEIR &
BohadZ Rl

Yk 18 EEILIT, R AT —bE baT =
a—VEER T AT VORI AT o Tc. A
T DT K L KT NTFET D 2 L
PHALNC L, BAYOHBEIE—A b
EOL, KFDBEIT A~ MEE KBr
HEOWTRTHLHETESZ L EALNI
L, EbIT,
NI EDEREL 2D IR 2BFHZLNTE
7o

6. NMR %2 & 28 EEMY OFAE T

£ BT 25

6.1 LC-NMR J&iZ & B2F# 12-=F1-35-¥
AFNAET IR 2 FN36-V AT
V7O DREM] DT

EFE - FN35-PAFAET VR
W 2-TFN3,6-FAFNE TV DIREW

haTza—EERT AT

(2-ethyl-3,(5 or 6)-dimethylpyrazine)] %, *#
FNEOBBMBORRD 2 DORMED
REHTH H(Fig. P1), LC-MS R UGC-MS
ZE Y SHT Lz iR % Fig. P2, P3, P4 IR
L7z, LC-MSTiZ, MK 278 nmiZ &1}
hruaw ST ALEZEY—7ARUBYE

15

22 X ESI-MS(pos W2 BV NT 3£ m/z 137
M+H]'# &5 %, F7z, ££1T 278.6 nmiTHER
WL & FDOPDAARY hVv % 5 % 7= (Fig.
P3), E(Z. ESI-MSHIESRMFZ R X TRIEZ
ToleBEDEBFRBOTHIFIFELWY
MSAXRYT hviEEZT, LER-T,
LC-MSHATIC K » THEMEEZRET DT
I RFTRE T H o7z, IZ, GC-MSIZRW
Th 2 DOEMEOY — 7 BPBRESH,
LC-MSIZRBIT A v — 7 mMEL L TICEY —7
BB OB LD | REFRFR] 106 5D
— 7 XBLC-MSIZRBIT 5 ' — 7 BIZ, $riFHF
110 30— YR E—7 AILHET 5
Lo lEZ LN, =7 XEUYIE, EL-MS
CRWT, FiTHFRBEEA A mz 135
[M-H]" (100%)% T8 136 M (75%)75?52 m/z
121, 108, 94. 80, 56 \ZIZIEFERT F 7
%yb4jy%5xt@gp®oﬁu\
EI-MS A~ b JLIZ2 VT, NIST (National
Institute of Standards and Technology)Z A 7
SY—RBRET-EFER., EIT 2-ethyl-
3,6-dimethylpyrazine % 85 1 E#{LEWERL
B 9z, 2.6-diethylpyrazine, 2-ethyl-5,6-
dimethylpyrazine® 55 2. 3 fEf{badn & LT
R &I, 2-ethyl-3,5- dimethylpyrazinel33£iZ
B AR LA MERIE 90 LTRENT,
L -oT, GC-MSIZRWT b & 2% FE
TAHIELIIARFRETH o7,

LC-NMR{Z, LCOMtHER & L TNMRZ #
MLEEBTHY . BEESORMAERLIC
BEYHOEENMRBENRTRTH D, 4H
FE BRI V72 LC/NMR 2 & D233 % Fig,
P5 1Z7R Lz, LCERENMRER L D R S,



UVBRHISBRICE > TE—7 &2 @H L, s
Ny —27ik, NMROLC probell EA
%, LC probeP Dflow celliz & £ — 7 RE A
Ehiz & ENMREIE DTN D, Serial link
box{FZLC & NMR % A & & 5 REIZFF D,
LC/NMRTiZ, BIERBIE Y ENCERR
BEMOKETE b= U LDIRIETHY |
AIZHENMR 2 v 7 FIZEKD0)% AV i)
DESNBEL DD T, WET (water
suppression enhanced through TI1 effect)iE %
AWTHIEERHEERT oz, o, B
BEDOr I ANV T M KABREE O
Rz E D VT T ADOT, BERICEE
2B DALE R &8 5SCOUT SCANZ A
Wiz, £, BERBBEESTFET THID
REEHESZBRHT AT, MBMIELLE
LT RITNITEEESFOHAZEYICL
DEWART MLERLARY, T T,
BEEERORE GE—DT R b T
VNd B D TPFG (pulsed field gradient)-3/
LU EFA LR, FG-V R 7R, Z1~Z6
DFEMR DV LrEhEAR< v T2 ER LR,
ERICHRBOBSE~ vy TRREEL, TO
v T2 D K D Ry A EA < v T
DFFOMBEOEEFHETHHETHY.,
BT RREBREERIT) Z LN TE
7o

LC-NMR & | & ¥ IZ 1X ON-FLOW i
STOP&FLOW i } O"NFRACTION-LOOP{E 72
Yk B, BEFFEIZE\ T, ON-FLOWA
% O'FRACTION-LOOP# % AV 7z, ON-
FLOWIEIZ BBV A TR L 723 &R L T
NMRA~Z hAEBIEL TWLS HETH

T

16

b . LCIZ & & 438t & 4T L CERHIIINMR
BEMTONDOTHLNDT —FI%, #it
Bh AR B R (min)  ERIZALF T 7 T (ppm)
BRT 2T — 4 Th D, ON-FLOWIEIZ
L ASWEER%Fig. P6 IR L, E—7A
B OBONMRAY VT EEBRERE
B : AR (min), 184 : L5 7 M(ppm))
TRENTEY, E—7 OREFRMTA
SARTHERMETD 1 RET—F2/5
TENHER, E—Z7ARUBD 1 KT
'H-NMR7—# % L5 & 2 -DDmethyl
KL 1 DOethylZB Y T2 2 7T MIE
IER UAbZEY 7 h %R LT3, pyrazinelR b
DFa MCFHEETH T TARE—TA
T8 838 ppmiZ, E—Z7BTIL8 8.36 ppm
BRIk, Lo T, M7 FAns AL
EX 6 MOTE b rDELLIZED LD
PRBET D ENTENE, E—Z7ARUB
5 2-ethyl-3,5-dimethylpyrazine T & % 2»
2-ethyl-3,6-dimethylpyrazine T & 5 7> % HEFR
T&5HEBEZ BN, LaL., ON-FLOWIE
TR EIEE T L7220 O L TNMRAN
7 M ERBELTH FETHDZ b
Fig. 6 IZR L2 RIET —F LB —T D1
KT 'H-NMRT — & LIS D AT b VIR
B/HZERHERY, I TRIZ,

FRACTION-LOOPYEIZ & VW ¥ % 4T = 72,

FRACTION-LOOP#EIL, FOEBDEA
SA VR LI V—T IO TERE, LCh
Hr#& T # ICNMRIZ & ALy & B X JER A~
7 MERETAHFETHD, 12T %
B OEONLCT B —TICEBA SN
B R Tl E ONMREE & R UK 2D

N



Zehb, HRAERT TRl MRS
VERMERERD 2 REHEFPTRETH D,
FRACTION-LOOP¥.IZ & W, ¥ —Z7ARTUB
iz 2 W T % £ WET-COSY . WET-
HMQCK O'WET-HMBC%IE L7z, % DO
B, P—7AICBE I hpyrazineFlR ED T
o k8 8.38ppm®D Y 7T L 2 LD T — R
+8 161 7ppm® 7 F v & HMBCHIEB N
BANEZ b, =27 AN 2-ethyl-3,5-
dimethylpyrazine (1) CT&H 5 Z &L BRI
# (Table P1), L7248 T, LO/NMRIZ X ¥ .
E— 7 ADS 2-ethyl-3,5-dimethylpyrazine (1),
v — 27 BAS 2-ethyl-3,6-dimethylpyrazine (2)&
FE &hiz. NMRTEMRZERLITZ D
T DITITEEDRE. RN E Nz RLF—
BEBICKE SN T, b & OFEREBIZE
2R RA(HEEFEERT1 (X2 0 BR) 25> T
BLMERD D, 28eb, BMEHIE
BEMOLAMICE > TRESERSEE.
EABY DT T T NVREGRRDTDTH
%o ZOIHERIIEEDOHERIEE
MIT1 ZERICKRD D Z L PULETH LR,
SENTE BEEROEMPAFTERNZ &
NPoEEETHoT, £I T 2-ethyl-3,5-
dimethylpyrazine (1) & T% 2-ethyl-3,6-
dimethylpyrazine (2) D#EFIRFRAMFUIC K E
KERBELTYH, EEBTDHOIZ+772HE
FniE & B ( relaxation delay (s)) & 3K 7z, #&
BRI Z 5~100 B E TERIFMICE X T
2-ethyl-3,5-dimethylpyrazine (1)D& &% % ]
ELZEZ A, BIFLERMEZERT DIC
v, EE%ITED L. 60 BLETHED L
72 < 7 o7 (Fig. P7)e &> T, 2-ethyl-3,5-
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dimethylpyrazine(1) & 2-ethyl-3,6-dimethyl-
pyrazine ()D& & %% IEFEICAIET 51T
X, 60 BLL LD EREALE THD
Lbhhiole, KIT, BRFLERZ 60 L
LTHELER%ZGMS BV
PDA-LCMSDBIEFRER L B ZE L7c & Z
%. NMRIZ & 5 & B (%)IEGC/MSIZ L 5
TICt— 7 Ffi & ¥ RO EFEEL(%) & 13T
—%k L7z(Table P2), E7-, PDA-LC/MSDiE
R LT 1%DREENH LI, Thid 278
miZBITEIHE— 7 B+oITN—AT A
VABELTWeWZ ERRREEZ L
(Fig. 2B), LLEDHER, NMRIZE D EE
DV ERBEOREIZIGCRLCIZ L 5 Fik
CIEEFUBETHD Z LR IN,
6.2 BEERNY 7 v ERRORERM
18% O TS AT

HRO 7 FF v HFRRII I FTVRESD
EENEAY A REBEFEDO S =R
LTI BRERIESETCRHELEZLDOT
H B (Fig. G1(1)), FISICHWLN DT I/
B, < 0%E. BiEaX MDD
25 R TMRGRD B RANT NS, Lo
T, TRO 7 FF o HFARPORRESIL.
Baip7 X B OIS 2 5 F Y
EICRBROBHZIBEEYMTHY . ThEh
FHBET LI LR ICRETHD, £
T, BEFAARE LT = (G Y
LT 2 (benzylamine) & St S ® TARK L
AR ORERTZITO 2 L & L, N
VIOANT IVERWARIRIZ, 1. RIGE
R DEHBEA~DOBIRMEE RO 5, 2.
BEARGOEITBRE TRV E VBN MIERE



EL2Y, LENESEN NS MbEeaME
5%2%, 3. 'H-£7/21% "C-NMR THHTT
BERICRUBUVBO VT FIVOFESENS
BERERBETE S, ZMRbiTbNd,
¥70. RERMEE25FRICED PNV
PNT 2 (OB E ISRV, LC-MS IZ
0 NN PALT MR RIS SR
EEME BT B I L > TERB DS
FHOEBROEEHET DI LHETHD
CEHBREAERHETDHILLARETH
B, BlziX, BUSERWR. 7= (G
RPNV T IVB)PEEEAINTEZDLD
DEEFETHILE, TREFhOHGFEDRN
HETENIE, (GH°B), - (GH'B),= EAE
DB Y 3IL-D(Fig. G1(2))o

F= (G L "N-F 723 PN-_ DT
2MB or PBYETF ) VHRTRIEEE
LA AX )=, ), EiEE
T F NV E ORI TR e FARNAER
L7z, ZOFRRKRIZ TROIFFVFA
HLAZOBAVERLEZZEND, 7F
FUHERROERIBRE & R RUSEERIC
IVAERLELDLEEZ LN, BAEOS
FREEREET B ODET LAY
V1§D Lk LT,

Fm=t (R R PLT I UB)BAE
A LIe B BHEOLCMSH TR ERET LT,
£, BEOODSH 7 LERWT, £EH
BRI L DB HEH ORI ZIT 72, &
B LEERRIIDFENIEFTICREVTD
7, ODSH T L %BBE L Rdr 2T, £ T,
NEFBSE & UCHAKMABEER 7 v~ R
(Hydrophilic

—

Z 7 4 Interaction
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Chromatography = HILIC)W 7 A%, ¥z,
WHELEE LTYT ) 7 a E(CN)T T A
BOA 7 FIAC) I T L%k RNTHMEGE
FRET L7z, HILICH T A%, #-¥fE7 o
v N T T 4 —F XK RIEFE I v b
T774—L LTOEEEZTRL, {LAEYHDE
HERFRL 72 BIRIZEH T 5, CNI T A3
FCHIEMETHERTE 2EEMETHY .,
T 7 a EVEERITSEIRE R OF R
HIREZ LI BT T, HFEE— FE
by 7 Ee— FEBICE/T ZH2
BEEMRTHD, C8H T AFTHFEI a~w s
74— LTHAWVWLHR, ODSH T A &tL
_RTUULBDORIFHRTH N, K=t (G)&
RPNV TIVB)PLAERLEZFREZED
BHEFERECS miZBIT B 7 e~ ST L%
Fig. G2IZ7R L7z, B R680 nmiZ B8V T,
HILICH T A TIX1544512. CNA T AT
2415302 C8 7 A TII32.00 I K& 72—
IBIRTOBEINE, ZOE—IXiX
680-690 nmiZBEREINEZFHFOLDOTH Y,
E—7BELIRNI N, (G
RPNV TIVB)PLERLEFEGRED
ERSTHIABEMERB N EZZ DN,
V—2 X 2R LIAbEMOBEFRE R/
Blic, F=EL(G)E "N-E 7 PN~
YIONT I (B or PBYE VAR L-FA
R% LC-MSIZff L, BEShiz MS A7
RV % R L7z (Fig. G3)o "N-E 7213 PN-
NRUPLVT I (MB or PBYERWERIGYH
X, AUCEHTRIGESE S ER—#EEDL
EMEEZZIITTHDIND, BEIND
MS A7 MDOEZ . GFFHINNITZ





