v A L BEEOR - A KD & U LCMS TORMEL DC BE

e — - WS
(FHE264F 2 H20H 2143)

C=3
WALV ESTHDJA (V¥ RAEVH) BEUOMeJA (V¥ ZAEVEBAFIV) I2BIF5, HHBERD SO vl -
W2 Lze MiET L2 HIETIE, JA THI62%,. MeJA THI55% ML TE 52 b h o7z 720 LC/MS TH JA B
LU MeJA DFRE M G2 KD B 72012, DCEBELZZZTHREANY MVENE L7z, Rz DCEEIR, JA ZAT T4

7T E— FT20V, MeJA ZRTY T4 7E—FTIOV Tho
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F—T7—FIEHEARZ bV, BEHN, V¥ AEVE, VXY AEVEAF NV, DCEIE

LI

WALV EYD—2ThHbJA (V¥ AEVER) . MeJA
(Y REVEEAFIV) ITIE, BERE. HERE. Eozik.
MR, OB &, fk42 RAMERZD 5 (L,
2010)o ¥ v AE VEREOAEBEEWE & L CoOMIEIL. K
iR, WERLR &SGR E ARl LETH 5,

PR © ORI R IV E » OHIH - FEIIE, B
DL R EN D, JA R MeJA 1. HIMRNIZIE THEA L,
HAEAE WD, il - KRR, BUREED R IR S 7
LUEBETED D B (NS LM, 2010), 1EMEZ BRI 24T 7%
I 72T, BRO LWl - BB BEOMS P LETH S,

¥/, ®RFE L L THPLC (High Performance Liquid
Chromatography. ®M:iEHfAkZz o~ 7571 —) &, MS
(Mass Spectrometry. &5 #ri:) % —&{b L7z LC/MS 28
HAwsid, LC/MS % vzl cid, B d - 72 ille s
HhaEZRETHIET, LVRHBEOBVIEZITR) 2 &N
T2 (hH, 2005),

RO HIIZ, JA B X O MeJA O IERE % B8O 47 7%
I 72D, FEFEO XV - R L LC/MS O 7 55
WEOMNLTH D, T2 Ty JA BLU MeJA DHED L
i - OB E B Lze $720 LC/MSIZ X 2 HlE T,
AF ¥ VE— FIZBIF S Qarray (44 ¥4 - PORHE) EIE
DHL, DCEEZZEHELT, JABILIUIMeJADTAANRY
MV BREEE ZRZ MUy — ) ZHIE LT,

MRlBLUHE

AN E Y OREGHE LTROBERZMEH L s Yy A€V
& [(=)-Jasmonic Acid: JA. Life Science)]. ¥ ¥ A€ VX
F v [(Methyl Jasmonate: MeJA). dy-JA [(£)-JA-9, 10-d.

BRLE T3/ A4E]. dyMeJA [Methyl(+)-Jasmonate-9,
10-d,s HHLR L3S

- BRAEDORE

JA B MeJA 3 - K9 % HiE12DW T, Robert A,
Creelman (1992, 1995), Patrick So Blake (2002). Shigeru
Tamogami (1998) SO HFEEBEII L, T2, FBEICE
175 JA B LU MeJA OEIPERIZOWTHRHAEL 72,

M L2 HEERN SRS, FTHEAMEIC80% =7 ) —
VAR A B - I8 U7z I8 L 72K & 0 i L I
fi U 72 KT & 0 0 T 0 Tl U 720 PR 2 O A L
PRIEIZ50% =8 J =V EMZ. BRI EIT- 720

R

O—%)—INKL—%— (HEAMLE 0CIZEE) T
WE M. JA BL O MeJA ORIEZRD B 72012, KK
BT T o7 - 720
1) Ta/-—J

I% 7 —200ml 2, JA B XU MeJA % 1x10°pmol Ml Z..
O—% 1) —T/NRL — & — Tl L7z iR % HPLCLH
& :15ml/min. BB :50% ¥/ — /50% K, H T L
Inertsil® ODS-3 (6.0 X 250mm. GL Sience Inc). HHi#F: UV
Ml 2% (SPD-10Avp. SHIMADZU). # £ :210nm] T #t
L7z MMAIROERLEOVY —Z7HBOL, S, JAB XV
MeJA ORI EZ KD 7=,
(2) K

K 50ml 12 JA B LU MeJA # 1 X 10°pmol Mz . 2 —% 1) —
INEL— % — Tl L7z iMiAKE# % HPLC THHF L7z
(3) 80% T4/ —J

80% L. % / — ) 100ml 12, JA B X 0" MeJA % 1x10°pmpl
Mz, B—% ) —TNKL —F —Tiltfin L7z iK%

Bl KF R
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AR
I 80%=% /) —)L
L R - TR
| BUEENE
RAEKEIR
Ll
R
L BUERAE
FRiE
I 50%=% /) —)
TE'AOHT
1. i - R

F£1. ¥/ —N200ml # WEHEH L2360 JA FHEEER

WAE A A (ml) 3.90 1.98ml 0.45ml
JA IR (%) 99 99 87
MeJA BLE (%) 92 92 73

HPLC TH#iL7-.
4) JIFiLI—FI

I FIVI—F)V50ml i, JA B X MeJA % 1x10°pmol
Mz, E5I12K%Z 05ml A 7B, =% Y —INKL—5 —
TG U720 IEMEKIAWZ HPLC T/ L7zo

b

WHECRE & LTk 50ml 12y JA B & ¥ MeJA % 1 x10°pmol
Mz 7z MYEEET pH25 ISR L, Sifio— M2 HWT, VT
FNIL—F NV THIBEEZ T o720 T—FVEZYHL,
KA 05mINz, O—% 1) —TNKL—%— (BEARE
30C) TZ—FIVREBaKELL, EiEkOKER%EZ HPLC T
SR L 720

LC/MS DEXTE

KEFEALFE A + ~ 1k (Atmospheric Pressure Chemical
Ionization : APCI) ® LC/MS (MS : LCMS2010EV,
SHIMADZU) %M L7z, HPLC iZ. &% 0.lml/min & L,
WHERIL100% =8 ) — v, AT A ELTH|IEZ H W,
MS OG5 E— FIZAF ¥y v E—FE L, AFx v A¥— Fit
150amu/sec & L7zo WEE—FIE, AHF T4 7TE—F (7
o b AbEhn IM-H] PEKTS) & RYTF4TE-F
(7ua b hsz IM+HI PERSNS) #EH L. #ll
EY D mz (4 F v OERE /B &, 100 ~ 230 1272
L7z Qarray (£ 4 408k - PORE) "EEDH B, DC EE
#5V~50VETEHRL, "hziik o7z, EE LT, JA
& MeJAEAFETI NNV LA TJA & MeJA % 1000pmol (10*M
Z10uml) EALZS

2. K50ml % JE M L 7= 6 0 JA FHREE

AR AR (ml) 475 150 0.35
JTA R (%) 85 84 85
MeJA BUE (%) 54 28 21

3. 80% =% 7 —N100ml % EiEH L7236 o JA R

MR (mD) 28 26 20
TA [ (%) 92 100 89
MeJA BIE (%) 92 100 90

F£4. T—7)V50ml+ K05ml % EEN L7236 0 JA FERINER

AR AR (ml) 0.75 0.55 045
JA BIEE (%) 69 68 70
MeJ A BIE (%) 60 57 63

5. AR K 2T VM =1 1 112815 JA FHOHE

1 18]+ PR b 1 1l
JA U (%) 55 80
MeJA BIE (%) 53 88

RN Z 1 W4T 7% o TR R L 72558 0 JA o FIREIL
R (L) 2.7 VIIBTRRHEROBINE (R5) THDH,
JABOTPIghiERzZ RD 72 (F)o

BRESUER

B EEE D ENER
1) THa/—

O—%1)—INKL—%—T, =%/ —)200ml % 340ml.
198ml ¥ T L Td. JA B LU MeJA THORLEIZ 90%
UETHo7 (R1), 045ml T TlEMET S L, JA T 87%.
MeJA T73% &7 0. BIEEIMET L7z,

(2) XK

O—%1) —x/VKR L — & —THKRER 50ml % 4.75ml. 1.50ml.
0.35ml ¥ Tl L7 (R 2)o JA @EINKRIZATIFED S o
72H% MeJA Tld, BMBRAEINS R BIZoN T, BIRE
AT L7z,

(3) 80% I %&/—I

O—%YY—INRKL—F—T, T—FLVETZ2RITL. KiE
WAZIRRET 5 &0 JA BX O MeJA TH 94% O RITEE Sh
f: (?ES)O
4) IFILI—FIL+K

O—%)—INKL—F—T, T—FNV7ZTERITL. K&
WIS 5 L. JA TH 69%. MeJA TH 60% o LK A315:
sh7: (FR4),

DBICH T DR

THERCTH 5 KBRS S = — 7V THHIRMEZ TR, K
BABIA, O—%1) —TNFEL — & — KU L7
& PRSI JA T55%. MeJA T53% Tho72 (R5).
CORRE, T T IVORBERMBZICBT A RNEP S, k&
I—FVIZBT PR, AR L - 1T, JA T 80%.
MeJA T88% THH I Lt hbholz, T2t S, iR
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Y% 2 AT %2 o 72354 JA TH 96%. MeJA THy 98% A3l
TEBLIEDVbhol

LC/MS

(1) JA (+XECE: HFE=210.27)
SE—FRICHZ L, 2 HF 4 TE—FTIE, #VEFY
WENPSTT VDB LA FADGTFAF v E—2 ()

2 209.) MM E N (F2), Zhid, HEE(2001) Dk e

—H L7z, MEEIZ.DCEL 20V T48 &2 ) kK otz

RIT 4 TE=FTRGTAF Y ¥—27 m/z 211 DIREED,
S5VT40HERY, mKEEoT

ME— FOHPT. 5T A+ v ¥—27 OREDIRD BV ELEIE.
AHTATE-RT2V Thol,

HRETTINNVLIzdJA (GFTFaE=21228) THh, FH 74
TE—= KD 20V Timz 2111 D55 T OHENHE SN 72 (F3),
F72 mz 200 DREEIZ 03 T & ol ZOZ ERH, W

FYATR A

F*HF L TE—F

it F o FE—F

'ﬁﬂu % | 0L CH av { % 100, 0080) av
L | ‘.H i — - -
L0 rirt o0 pal B
1611 19530
(kL) FiTi]
{ 3¢ 10,0000 a0V a
Fl"" P 1 1 2"1.' 1 60 {x 1 ”11“-]] -r.':n'll =.I.I _I
i 1611 1kt 1
o ikl
{2 10,000 aaY {2 1, 0000 3LV
(i i
M ], 0 S0Y X ik Y s
"ﬂi{ LLY B '“i{ ) E b R ST
i .
T T TR AT R R T ArEETIr TIEr |:|
LO™N0 a0 180 170 180 210 - 110 18 e 1T B0 210 ok

M2. Yx A€V (JA) 128135 DCEES~50V TOZEBEARYZ M VOEAL

2y AE A F - (MedA)

LI M RS
C LR R I "

A MF 4 FE—F
x av = 100,80 5Y
HME( x 100) iV Gt o (% 100, 205 1
B4 |
0.0 [N i
x|, 00 20V 10,0 2
'ﬁ;i I $084— g 10:000) 0V 05 1
|
a0 L - I [} Mo irsiemiapistrrsiisriietsrgeienpieisphasre gty
15 e 100) 35V a3a.4 _{x100000 38V o
. 1.0 . 161.1
. n 1331
0.0 i S A PR . R
(= 10} S0 f
: L A m":'.}.- 1500
B0 ] | LA
1450 5.0
oo 1,01 | .
111 1) 1 6 170 150 210 e 110 150 LK} 170 R0 ] I mr
3. V¥ AEVEATF NV (MeJA) 128175 DC EE S5 ~50V TOHEANRY FILVDOZEAL
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= =% A ol e B
rHfF47E—F
SR (% 10,000) 20V

10 130 150 170 190 210 mdk
4. SNV I AEVBIIBITAEHEANRY bV

A JA I, EARETITNMEEN TR WRBRIKEF U JA
BE5% AT B EDbholz, LML dJA 2 NEL
AR e LTV EE, KRB LR U JA 5355% FAET
5720, BEPLETH D,
(2) MelA (Vv ZXEEAFIV: PFE=224.30)

SE—FRNCHRB L, A HF 4 TE—FTIE, FA A
¥'— 2 m/z 2091 OEEA, DCHEBITE 20V TOL HE%Y, &
Ko7, (H4)

RITF4TE=FTR ST AF =2 mz 2251 OEE
A5V TI0HERD, |mKRERS,

ME— FORT.0FAF v ¥— 27 OMEIRD WA,
RYF 4 TE—RTEV ThHolo

FARKTINIVL MeJA (5 TF2=22631) TH RIY T4
TE—FD5V Tom/z 2211 D80 FTDEENE SN (R5),
m/z 225 DIREER, 10 F &k ol DT EDD, Ry
MeJA IZ1E, TRV ENTW R WRKRMAE R U MeJA 23
125% FEAET B 2 Wb olze S L7z d-MeJA &
AR L L CHW A YA, RBRIEEFH L MeJA 28 125%
AT D720, AEPLETH D,

)

AWFTETIE. RS L7z - 8T8 (K1) T JATH
62%. MeJA T#) 55% X T & 72,

JA, MeJA @ LC/MS TO#xi#E % DC BIEIF JA RAATT 4
TE—FT2V, MeJAIZKY T4 7E—-FTHV THh5%,

TR Ly A KA T
P ir o —

(o 00 0 ) av

10 130 150 170 190 210 ok
H5. SNV VXY AERVEEATIVIZBILEREANRY MV
5| A3k
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The extraction and purification methods, and the most suitable DC voltage of
LC/MS in jasmonate

Shoichi SATO and Kiyohide KOJIMA*

(Received February 20, 2014)

Summary

The efficient extraction and purification method from extraction raw materials in JA (jasmonic acid) and MeJA (Methyl-
Jasmonate) was examined. It was revealed that 55% in JA and 62% in MeJA by the method examined were collected. In
addition, the DC voltage was changed and the mass spectrum was measured to find the most suitable condition of JA and
MeJ A analysis in LC/MS. The most suitable DC voltage was 20V in a negative mode in JA and 10V in a positive mode in
MJA.

Bull. Facul. Agric. Niigata Univ., 66(2):125-129, 2014
Key words : Mass spectrum, Mass spectrometry, Jasmonic acid, Metyl-Jasmonate, the DC voltage
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