EONRHWLILTNEELOLND, #oTTH
)7 ARGEKBKE L TERT AL 20T
VFrRIT, HMEERMEASRIZTRETSZ
ETHASERZZLBARETHALELLN
it

3500
?GD 09
= 2500

L Y —— TR0
R 1500 [ e— TR e

1000

oco
0 2 4 L 8
BN

Fig.! BEEMHSEEPHIF ROEREL

T F o BORFEL

Fig.1
D. &%
BFEEFOEERD Th D agaitine &, £ 0
R34 & B D 4-(hydroxymethyl)
-phenylhydrazine (HMPH) .
4-(hydroxymetyl)benzenediazonium tetrafluorcborate
(HMBD)#3 X UF agaritine-carboxyl type % RESEER)
BUALFEERR L7, HPLC SAFRIDEESRY U — o
FTo 7l UCEMBHIEE R Lz, BEXehH Y
— b U o DITHRER L BB A AR R VT

BETLI2S, BRSNS BNEBEBERETSH
oty THIFATPHET I /BHBIEEF LT
WHDT, BAAVERROI— Y v O TD
EfaHEH LS ERTTT A LERH B EE X O
B, THYF o OREMOBRHTIL, TV F
FRIRRTEOIE 5 A58 Lo MEM SRR &
N, FBRUETH Y FLo2Zitmygr L
THSMENRILEE HPLC HRIC & 0 . HBEDT %A
B LERESPOT HY F o oEE ML L,
F. fERfERRTH

Bzl
G. HR#

Bz L
H. SRR EEME DB R

2L
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FAGBREMEREEE (BEOZEUFEIHEENIEES)
HFEEPOFEWEOFTHNIIE T DM
S EREE
HFEFPE F7 DU FEEOSITEDRME
SEHEE AEE-S  (EYEESAELBENEHTRLT)

ot B

BIEEIZB WO TR L7z LOMSMS &% BV -5 agaritine 34715 T, agaritine ¥Eixi6 %
BETHEDT V- —A F 2 X BIP=a2— IO RAAF Y U 2{To 7, FO
B, agaritine FF B IIRIB &Nz br ok, LO/MS/MS &% BV agaritine S OFHMIZ, B
FThot-, BEF agaritine AT, EREMW DL O MBEEAERED O agaritine AT H
MRATEDEHICHR, BHLE,

agaritine DIANENEREEATH R & LT, THY 7 2B LT agaritine IZHER R 5~ A%
RAWTHF~OBITERENIISN L. TOER, TV 7 A%E< T X (agaritine 3.2
mg/kg) Ti3 agaritine 13X 20 43 COPBERERFKE R Y, FOREFICHESE, 90 FLUEIIHEH
Ehizhiof-, agaritine HEUES: (agaritine 4.0 or 40.0 mg/kg) F AVZERITBWTHRERRIZ,
agaritine (¥ 20 2 CHLPIEE AR K & 72 0 2 OB EFEIZIHE L, Agaritine D P ~OAT & iH

KEHFESLHTHD B2 LN,

MG HE
ERBRERE EREEREHREH
ATREEE

A THRBEM

R, 7THV 7 ALEINAX /3 (Fu&h
T YT F i, Agaricus blazei Murill) H3HUEETS
M, SEEHPRER AR T A RN HDL I LG
EBEN, ZLOMEPTRINLTV D, —7,
R Agaricus B~ v an—unh (fagy 7 V4
4, Agaricus bisporous) HFITiE, EERMEDSED
NHTHYF (aganitine) BEEFNTVEHIE
BESLNTWVWD, FOT, THIY ZZAX /) all
BOTHEF LTV AEREERH DA, ZhET
BEtERZ Hi3hen, Agaricus BLUSAOX /2
22T S, agaritine SHICBET 28ED 2V,
BIEEICRVT,  LOMSMS % RV 7o FEMED
IV, EEMORVITERRMYL, BaDXx )/
B R HT LT, FOREE, agaritine 1 Agaricus
BEETHDZ LRSI,
Fi, AF/ anbOoSIMIBW TR LKA
WRIZOWT, ZOREOTORETEE AT
L7z, BESL L7 HiEOBEREIZ W THEHMEL

7

agaritine (¥ L-glutamic acid & 4-(hydroxymethyl)
phenylhydrazine (HMPH) & D#E&#HTH Y, Tk
A{EN HMPH ¢ EZX 6T, £D,
HMPH & 7 235 ¥ Bk OFFA <> HMPH &
fLofbEth & OFEEEMBIFIETIUL, agantine [F
BOBHERETLILEZLND. LpLERDL,
% 9 L 7= agaritine FIREOHATFNL I, £ 2T,
agaritine ¥ERFEORBENT Y 2 A¥ ) anES
HREROBEAN L LMLELELZ N DD
L7,

A SL R agaritine Z34TVERS, EBRENMDD O O MIF
S AREREIP D agaritine SATZ LBATED L D
RS L, FOHFEEZRWT, THY 7 28%E,
agaritine AZHENR G~ 7 ADOMRPPZHOWTHARS
7o, MAREE AR ICHIE L,

B. WFsdnE

1. B
B-N-(y-L{+)-glutamyl)-4-hydroxymethylpheny}

hydrazine (—#%4 agariting), agaritine H%[EiL,

HPLC-UV ¥ H3 LT LCMS (RE4y FA AV miz
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266) #RILTORERP L, %N ETH o7,

2. R

agaritine {X, SR LEHLOERAWE,

THY 7 2% ) oy, bR adsesgd
BhRRoy N L7 B (FRbL, S8Rl A 7'eA)
RV, B, BERRRENL. BfRic L v R
IHFRRIZ LI bORER L, 27T, &
FEAERYBE, PORAFITER Lk, <y
Val—h VAFY, A FT, TFAY,
TV U FIRRFEHOA— A~ P LENELE
ALtz RS, IAERGCTEHRRLTREE
&L,

3. &

FoeERid. IKA Works 8, /113, Resch GM200
Laboratory knife Mill 2 F\ v/,

BRSO ERIT. Applied Biosystems # 54
API-3000 %, - A AL ESI, negative ©— N'T,
MSMS 75 7 A2 miz 122, miz 248 - E=F— 1L
7= (M1) . EERITmE122 FERRIImz248 %
Bz, LCIE, Agilent 24 1100 series 2V -,
HPLC i 7 AlZi, Capeellpak AQ (B4, 3 um,
2.1 x 250 mm)% A\ Vi,

4. B X URTAFERE

TATOF )/ 28l GRS e0EE, £F%
J THRERIRE) IEFD1ghE ALY/ —AT3
[\ 20 SR Y S, BEEELE. Boh
T EHEIICH L, 0.01% Filk: A ¥ ./ —(9:1)
3mlNZEMEL, £0 1 ml % Bond Elut Cis 7 5
AZAR L RBEAFRFRIFEE, X5I20.01%
Bl : A F /— (91) 2 mlMNAEHEH, 313 ml
% LCMSMS AR sk & Uiz,

nEY I, TEh=RUNERAEZ -
TRRE 237 Lisbh D&k L Ui,

5. LC/MSMS % R\ vi= &5 agaritine 23470
(EL =gl

agaritine 5 LRI EBDD 0 TNWBETH
U2 ZAMBBIO~A FrE2RNT, 5 pg/e RN
L7z EDBEWNEHN=3), BRZEEIN=3)%K®D,
SINTIEDFEEME R TR L 7=,

6. agaritine SO

agaritine ¥R OLEL BRTHEETHY 7 2D
LIFELEY A ERANT, mz 12212557
YA—P—A X AFxx BIRTI/BTH
BINE I B, TANTREINYTE0F
BToa— b FZARAARST Y 21TV, HMPH IZ
T ARG XU BBREE LI ERERENEEL
720 %3, HMPH % B IZHE DL B8 720 vholet
L, agaritine BEEMEE OO HBILAHD
B A AAT,

7. agaritine 5= 7 ADMiEF agaritine T
BRT AV 7 ZA0BKMHY (agaritine
3.2mg/mouse kg) 33 X WX agaritine AZHES (agaritine
4.00r40.0mg/kg) %, 8IMEHHEddY ~ 7 A ~3HH]
FERE 085 L7, 254, 0-180 min % T 20 min
MRt AL iRLL, MIESEEE, 7k b=
FIAERE =R 1ETDERDBRST 3
JERELI-L D% LCMSMS HETRMEEIDS
B & [R—4M4C agaritine DT 21T > 7=,

8. THYZAHMH, HE~x DM
agaritine PIADEMALEMIZ OV TIRET B
o, t hOFEERIEETH D KB HMlnE: AVWTT
) 7 ZAF T APOMIAMEEN R, THV 2
Ak, A N2 %, BT, B
BExF N, n-TH =N, KTCHRLTHEZFAE
YERR L7, HERMEEMEIY, 96-cell 77L— hE AV
MIT TR L, F2F RO, 3FEH
( benzene-aceton=9-1, CHCI3-MeQH=9-1,
CHCI3-MeOH-H20=15-6-1) (DREBAFREET TLC 2347

—-920 —



BTV, ROTHBE L7, HREEHAROMRE
BEICLT, TR HRE, e 1T o7,

C. BHER

1. A3/ okl ENRRHEGE

KX ) aBBORE, HEZERO- a2
— A0 UV HHEE% BV = agaritine 2547 FIZTE
WTH &, BURER 1020% &8, BRELR
eyt &/ R BHIARD E PRV EAT
Wh, FD, A¥J—LTEHLTH2YD
ORGESATND, KIZL LSBT D agaritine T
X557, BRFHI MS RFTOA FALEET
AME LIBHIN T A dic, EURBRRE L
Exbhie, FIT, VA5, VAT, w4 ¥
FOEEFR ) EL —ERBERL, KSEE
2IRE, TOHBASY /) —NOLTHHLLEZ
%, EIRELTRT7 0%LLELHEEN, BR
OFBEELHELNT.

2. agaritine FRAEDORKRIE

FF, agantine HHESEAT, FhEhDA
A Ay T— R TELL RHER DD EHE
BL7,

agaritine 10 pg/ml #&RE AV Tm/z 122120845
FY YA F L AF X BT LIS,
agaritine OORFERFRAICHRE S (B2A) , £
VAARY BLh B agaritine Th HRERL &7z,
HMPH ‘B8 % £ 7 agaritine SERER T AV 7 A
U PIZTEE L2V W R R~ 5 79I, HMPH 2
HXT B 757 A b THDBme 122 TT Y I1—
YA I AKX U EIToT, TORR, 94T
RbhAE—2 2%, ZOAANT fMVinb
agaritine TH D Z & B3 hoT, 653L 15573122
DD —7 (peaks I and 3) BALH, TAAN
7 "enbmiz2431 3143 THD Z EWiGhho
7273, BMPH 8 2 Fp oGS E TE o Tz,
7233, 18 D= 2137 F 7Y T ATHRD
NBY, Ay 7 FTHD,

Wiz, SNE I VBORDDITT AR XU
A3HMPH & #58 U7~ agaritine (B OIETE L R ET
FTRAEDoa— FIAB AR Y U ET o, B
T, agartine fEAEMAEFIVVTRER L2 25,
B 4A RT X D2, agartine fREFRFEICHRH S
N, =a—FIABRAAXFY UPFEHTHD L
FRER LT, RIZ, BHRTHY 7 ATREILIE
Z 5, agantine D E— 7 IERH LI, T AN
T X BEHEE T agaritine FABIE (nz252) 1THEH
Shiahot ("4) .

UEDRERNL, TARI X U EBHEAE
agaritine 13 Xh72d o7, HMPH & [RIC m4z
122 2777 A LT HE—II 20 ELE
23, HMPH B2 E8002 & 5 ML & SHITRERS
Erahi,

3. LC/MS/MS % fV /= agaritine S34ATHEDE

i |
agaritine 25 LTW2nWZ LR EN T

WABTHY 7 AMEB LB ZrE2HNWT
agariting ZPATOM D IRLUBBRME mz 122, 248 %
NENIZDW TR LI, FhEFhot 7 s
agaritine 1E4E50 5 ppfe ZEMILT2 L DR AV,
ZOFER, TableliZmd& Dz, ANEGNITA
U o ABRD 415 LA ZrD541% (miz122) ,
HREEBL, 7Y 7 A8GR0 152 <A 57
22.5% (mz 122)T, BT kY, B, BRIz
LHEETHME LT\ agariine 34T ¢ L TREF
RFERTH o7,

4. agaritine 3517 AD agaritine M FEEE
DRRFFEAL
1) WART HY 7 2 10 g % 200 ml DK TH
ki (185R) %47\, A% agaritine %
LCMSMS S TR L D% (132 pg/ml in
water) 6 FkHE ddY = 0 ARG Lo, BEILE
LT, agaritine 3.2 mg/kg mouse TH 5, Fx &% 20
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SEBTey 2B LVELL, DFESEEE
agaritine IREZHE L7-FER, agaritine iX 20 79~
40 D CHFEERRERIT/R Y, FOHRAFEHEER
L7z, ZOTHEEROERNL, —CHhb/bh
SMIFRED LCMSMS S LE L Shakik
BEThHo7=DT, KVEOMWEERRET D,
WAL 8 W= 22 AVBZ L & L,

2) 8 iREhtE ddY = O AIZRURT H Y 7 R
AK{RHIEE (132 pg/ml in water) #3%%5 L (agaritine
3.2 mgkg mouse} , WEEEE 045 L LTEDHR
20 53 TEFR T 180 23 THRERFADIZ MLIE P agaritine i
EFRELE, arho— LTT7HY & 28
HIZRAWeAKERE Lz, Z£ORE, 205 Thy
BEZRRLRY, ZOHSHIZHEE, 950 5EE
=R T A L oT (H6) ,

3) 2) EFERIZ, 4 TEIT agaritine £2¥EL %
BWTEREIT-7, agantine 2SR (40 =
(1400 mg/kg) % 8 JEERHE dAY ~ 7 RITHEL,
20 53 FEIRRC 180 43 TRRRFAYIZ MIE T agaritine 3
ExHE Lz, ZOER, agaritine #EHES 4.0
mg/kg REDEEY, 20 5 THPBEITRAL 42
HOIIERT A Y 7 AFOKMHRRE LR LT
HDH, FD agaritine BETT H Y 7 ABukikH
EREOBEIA~TEO -, THY & 289k
TR TSy 23 agaritine TRURIZBR LT
WHTRIREMED S ST (®7) ., agaritine FEIE
gn 40.0 mgkg REDEEE, M agaritine &3
LC/MS/MS T agaritine ST OER FIREL 0 &
BERHTEXAHIVERLSBEENIRZEN
. EROWER, 0 5% E—7 & LT, ABICH
KT DHENREMBRON, agaritine DfnH~
DOBATEHEITUATIHEWEZEZ bR (E
8) .

4, THY I AOHREMTEN
agaritine LM B BEERSHRER STV V2N

PEFRDEET, #HREFHEARICEICAND
N5 b OFERHERIEE KB cell #A\VT, ST H
U 7 AT F 2T oW THIBUEEEIZ oW
TR, FOREE, 200-500 ug/ml DEEEEIZISW
THVHBIEFHEZFE9 S ergosterol D peroxide
{E2ENPE (THY 7 2450g 55 202mg & 72
mg) Bohiz, i, MEEFHEIES NN
BAY ¥ —poyD—2% LT ergosterol ZEBEL
7= (450g 7% 220mg) (X 9,10) .

ergosterol @ peroxide K T » B, Sa,
8a-epidioxy-(24R)-22E-methylchlesta-6,9(11),22-trien
-3B-0l 35 X U 5a, 8o-epidioxy-(24R)-22E-methyl-
chlesta-6, ,22-trien-3f-0l i%, Kato I R ~DH#RKE
EHSRREIR TN I L0, JBEIAREEICL
STITOPDOHFENHEZ L bELLNS,
TLC OFER D, ergosterol {27 H Y 7 Ah A D%
—oEERHRD (®1) .

Z ODTEIZOWT Y, #HATEML, NK #
RTEMAL, bR E I U EPEARE T o728, §%
MRS IERNNTZ R h o T, aganitine HiEMEZ R
S oz, NK MRIEMEEIHIS R S hE
ETHY 7 200U, SHICRHPTHS,
PLEDOHR»G, SERWEETINRTIE, 2
FRICEEZRITT LD RV ISR RN
oo,

D. EE

BHEEITE VTR Lz LCMSMS #E2FW
F- B fu agaritine SATHAIZ VT, ENREIMEA
ST X ) aRB R R L TER2KkS E
B etg, AF—4ihtd 5 2 & T 70-120%0
BT EMREREON, KIEMED agaritine Th
L0, GABETOMETE, —HBIgEtEhs
KBRS & 0 A A ALBRE LRI Ty
BIERIRE L Zpo TV LEZ B,

agaritine FRIFEZRBET DT Y h—P—o
T AF Y BLS=2a— IR RRAF Y
BiTo %R, agantine BHEAITRE EINT,
agaritine VX Agaricus JBYFE O TEOFEZED
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TFELRZWZ EBmgani, £, LOMSMS
% FV V- agaritine ZMATEOAR D IR LEIRML, B
P, BREIZEBNE LICRIFREERIGELH, &ED
{EEMESD B agaritine FITETH B EEL BT,

E 5z, BT agaritine SYTIEAS, EEREMDH
LDMFEHFEEFE DD agaritine 73T HEA
TELHLOIHIL, MIFRERD agaritine EE
i, MiFRBIOR Y V37 DR TRBETH T,
PR, #EREH TS 2 BEIREDE LT B0%LLTF),
ELITRMBLELEZ L DR,

agaritine DAENBEREZAZNT D7z, THY
7 A¥ K W agaritine HREER R 5~ 7 A AT
FPADOBTERRANI T LT, TORR, 7
U 7 ABUKibHigiR 5~ 7 A (agaritine 3.2 mg/kg)
T aganitine 11 20 4 CORBEENREIKE LY,
FOHRBEIZHE, 00 HLRRIIMRE Shih iz,
agaritine #EHE5 (agaritine 4.0 or 40.0 mgkg) %
VW ZBRIZBWT L [RERIT, agantine 1320 43 CIL
RImERERE LD FORAFEIZERLE,
agaritine ORILABILECHITHZ HEE2 L0
5

B TENIMERESROFER LY, agantine,
THY I AX ) 2RI W EERSIIEHE &
TR EEZ b, T8 HRESEE
s ergosterol peroxide 7% 2¥EFEER S, e,
FHY 7 AR ergosterol XAV ¥ —RATH
5T LDFEREANT,

E. #&h

agaritine X, Agaricus JB¥%/ aDHZEEhHE
FZ UL EERRT, SEREEIRb S o
7o THYIZAX/ 2, agartine 2L S~
ATOMPEEDL, ®EH 20 5 TRRERDE
DEBFTHEKL, MP~DBITLEHKIRNE
Ex b, agartinge LAMITE VEMTEEZFRD
BT RO b hsT,
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G. W7o

1. 28R

UTRE—RR, BEDRRT, BT, BT A084, @
hEAN, KM (RIF) B, Bl & KRR
LCMSMS 2RWe=X )/ ahoZTEFEHe FZ
VY agartine DA, 88 IEAARRGITES
2 (2005,3) BAEZRE1 2 588 (HR)
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NHz

H H -
HOHﬁ-@N—N—ﬁMCOOH
o

N-(y-L(+)-glutamyl)-4-hydroxymethylphenylhydrazine ( "agaritine™)

N,

t o = KBy )
HOT, N—N—g e )
1’7 268 (pos) or 266 (neg)
BN
NG
@—Nm— c/\/\ooo H,c=-®:N—N— ™" cog
NH;
/\/\
mi121 (pos) or 122 (neg) —Q—N‘N—q oo
rr'z 250 (pos) or 248 (neg)
100
agaritine 1.0 pg/ml /m /2248
/

L4

m/z122

Thousands

o
(=]
T

0 2 4 ) 8 10 12
Time (min)

K1 LCMSMSIEIZLD agaritine 5347
T YAy NERMIR L agaritine BRI 0w ST A

12 12
A B
sl dl backgroud peak
0 )
o 5 10 15 0 5 10 15 20 25

Time (min)
agaritine 1EMERO m/z 1221Z%t FERT AV 7 A0 m/z 122125
THEFYI—Y—AFAF TAHRTIYI—HY—AFAF
e Y
K2 agartine ZELB L OB THY 7 2D mz 122 X7 5H
TV =Y —A T AFy
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Peak 1 Peak 2 Peak 3

20000 243.1 90000 2663 40000
16000 20§) 45000 248i 20000
1220 1222 .
i I |, . oL, . . ) o
© 100 200 3200 400 50 o o 200 m/zm o 0 ¢ m’nn/zzm e

m'z
3 FVh—Y—AF L AX ¥V RETOREE =2 DT AANT R

0.8 2 | z
A B 1 backgroud peak c 4
backgroud peak
04 | 1 1F
o Do L-wa 0 0
0 5 10 15 0 5 10 15 20 25 ] 5 0 15 20 25
Time (min) Time (min) Time (min)

agaritine FREERDO TN F I BERT VIV IZOIALFZI v BT HIY 7 ADT AN X
ERERBEIZHHE T 2==2—FF  BEBHCHYT S =2—L+F CEEIRBEIZHS T D =a— b
LB RAFZ ¥ B ARF Yy TR RAX P

X4 agaritine FERBICERT VI I ADINF I VB (mz 144) BL
T ARZ X (mz130) HEEICHAY T3 — b0 RAF v

Peak 1 Peak 2
2736 o 266.2

V20 10000

o L - d 5 . S |
¢ 190 200 300 40¢ 500 0 100 200 300 400 500

miz m/’z
Peak 3 Peak 4 Peak §
29000 25000 000
0 100 200 300 400 500 0 100 200 300 400 S00 0 100 200 300 400 500
m/z m/z mz

M5 =a—}rIAnARAXy  HETORZEL—IDTRAANRY ML
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agaritine {ugfml serum)

agariting (pg/ml serurn)

X7

Tablel LC/MS/MSiEIZ XL D agaritine DT OV IR LEFEME (n=3)

MRM (m/Zz 122}

Intra—assay (ug/mb RSD (%) Inter—assay (ug/mi) RSD (%) Total recovery (%)

agaricus A 448 415 437 15.2 B28
maitake 3.48 5.47 471 225 72.7

MRM (m/z 248)

Intra=assay (ug/ml)_RSD (%) Inter-assay (ug/mb) RSD (%) Total recovery (%)

agaricus A 3.88 5.38 4.37 7.76 109.6
maitake 3.48 6.7 4.31 16.9 82.1

Total recovery [1, 24 FAd b OEREEEE

5, 8 -epidiony-(24R}-22E-methylchlesta-6,9(11),22-trien-3 -0l {1) 5, 8 -epidioxy-(24R)-22E-methylchlesta-6,

13

w0, R

HO

62
dry agaricus (3.2 mg/kg)
v K6 7HY I ABKiHERE< Y2
o O I PR E OREE(L
0.05 '%\
'/ \f\{\__‘\’\x
[ & ——5
1] » L] w 20 150 180
Time {min}
010 200
agaritine std (4.0 mg/kg) T agaritine std (40.0 mg/kg)
§ 150
E
0.08 g 100
4 £
y \ 5, 050
0.00 \i/\“'/}___" oo
0 % 60 0 120 150 180 0 X0 50 50 120 150 180
Time (min) Tima {min)
agaritine #2455, (4.0 mg/kg) HE~DAD B8 agaritine #R#ES (40 mg/kg) T|EDRAD
1 H R EE DR RFZEAL i B DRREFZEAL

,22-trien-3 -0l (2)

ergosterol G3) 9 THY 7 ADBEEER X417 ergosterol
ergosterol peroxide (X553 iR FtE &R,
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100

50

S D
¢ 0

10 THY 7 AhLHEEEREMERE
ergosterol 5 KB #ARIZX} 5 TOAEY MR 1 ~2 RaTh B,
e 7235, THY 2 AZ4TE (Ch, PEE ; Br, 75 SILE ;
Tu, FEHARER; Ja, AAE) 2 HVTEE

CHCT MeQH=9: |
3
i

. £ ' & B K . 4y
kil T e s Y T S

McOllext.  liox gut. EdOAc cat JH st Hex ey, EAOAC enL Bu()H exl H’()t.\l.

11 THY 7 205 BEERER & ergosterol D TLC

Table I 7 H U 7 ARG £ M rEdE FEm

FUTILRE AT NKHERRBEIE KB cell MAAIE EAJ S 2@ Bacillus subtilis
(l%nl) (1mg/m) (Img/ml} (0_tmg/ml Img/disk
sample _name FIES FEIES SR ?mﬁﬂ'% FEIJ:HE—E‘)-
EEEFHUZ2A K ext. ND 10. 50 113. 56 -40.17 0
mEEFH YL X BulH ext. 19.84 1.45 104,26 -34.58 9
SEEFH ISR AOEt ext. 39,63 -24.75 -36.03 10
mAEFTH U A Hex ext. 22.42 -16.23 84.59 -26. 87 0
BEEFHIS R K ext. 8.39 578 134.69 . ~-36.93 0
BEEPH )2 A BulH ext. 20.45 1.44 70.62 -35.83 ¥
BXEFHUH X AOEL ext. 20, 68 -19.09 77.92 -10.77 9
BEEFH U2 A Hex ext. 15. 22 -0. 65 79.24 3.14 0
TSULETHUOR K ext. 12.73 12,03 108,94 -5.00 0
TSUNEFHIS2 A Bulb ext. 16. 22 9.45 56.20 -9.62 9
TSUNETHYS A AcOEt ext. 41,88 2.26 £0.73 -15.96 9
TSUNETFTHIPZ Hox ext. 8.13 -12.18 66.39 -10.97 [
PEEFHIIA K ext. 0.0 4,55 129. 62 -36.88 0
pEEFHUS X BulH ext. 2.45 4.84 71.26 -31.58 9
FEEFHUSR  ACEL ext. 22.00 Eﬂé -33.00 9
REEFHUI A Hex ext. 8.1 83.07 -6.37 0
FHUFLO1 mg 13. 49 6.13 109. 79 -21.40 0

WA THAL L 255, SEESEESHHHE
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JBA G BB FIREMSS (RABORMRE{LHEEFEEE)

SHAETRREE
SHRERE - HYERTOUA - FERBOOIT

SApREE RARE BEYEXLRMFEEFLT KRl

MEEE . TH U 7 ABRRGBIVCTH Y 7 220X/ afiico& | ICP BAmiik
WEWHE  WASBREEMMT Lz, THV 7 2AFITTCABERRWLORHH Z LI
I LHMEIRTWENS, DIFLETHY 7 ABFEASDICCd BEXEVYGR b7, =
NHIEZALTIE, BEMNITIThhREBELZEL, WEFCBWTHEN LGN, K
EELT7A0—T v 7 LT ZERUELELILNE.Pb & As iZOWTIFZEELE R
BRABRIIEENR T AN, HEEBO Cu & Fe lZoWTit, Z<DF /a2 TiE Cu &
W Fe OFBREMTHoMMN, THI I AR o v ab— bR ETHIF U 2G8HTHFE/
FETIE, W CuDFB Fe LD LEWVMETH -7,

A1t EE
kE (&%) B
RMIRFEEREE

E S E R SR LR

A. TiRBEH

THIZ AEZELX ) 2T, §EHEEE.

Rz By AR ERLOTVI L5, DARTY
bEbI TS, HZEOHRIZ, FRUDLA

ERLBM LT N LERBELTND, —H,

WhpARERRE LTRESATWATAY
7 ZABIGITIE, BR R EE LA LB,
FOBBRTIE. AEEBRDRAIT R 2D,
HAEBRLEL LT LR H D, Fil
2. BEOCEERABERIIENL, €REE
EBRELTCWAEEELHD, £IT, THY

I RAESESTE /) 2HOEMERD1 2L LT,

HE - WASRBIZOWTRIMTAZ L L LK,
SEER, ERAEHRBSOMEBRL IV
ICP FEDATEBLRAVT, THY 7 A ERA
RBLOTHY 7 2AEEZEDX ) 2HPOH

. WASBRESEROMTEEH L.

B. iR
1D 2k
RUVITRTTHY 7 ABERS, BLU*/ =
i, HNERERPA—/—v—4F v FTHEAL,
—~ENTRERTICTHEA LT, TH Y 7 AGRE
D9 b, BEROLORBRLIZOLSF L.
TEED 2 BT DV TIE, RO BITT L
Fr. Fio. Ax ITHOWTIE. WHEILRIIND
To¥, WREEREERFRIE L L DI L
7
2) I ‘
ZE&BOEHERIEE LT, It TER
TR ST R ER A (E R LT, BabESITA
HEEDIHEE (68%) & [FhERRLKFK (35%) i,
ZEE L1 25D TAPAPURE AA-100 2 RV e,
fORIEL, TATHREEFRSE AV, KITT
2T milliQ synthesis A10 (2 VARTH)ITHRESEL
72 18 MQem LA EDBHUKEHERA LTz,
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3) #E
ICP-AES : ICAP-61 (3 —% V% —L AT vi=
L))
v A 7 ayx—7REM AR  ETOS 900 (=
A NA h—1E 3T A8
4) vA4rav=—7O7Ta T AL
Microwave program 1
(200 W, 0-4 min) —(0 W, 4-8 min) —(200 W,
8-18 min), SEMEE =22 bz —AHiE 100°C
Microwave program 2
(250 W, 0-2 min) =0 W, 24 min)—(250 W,
4-9 min) —(500 W, 9-14 min)-»(600 W, 14-19
min) —(0 W, 19-20 min)—(400 W, 20-40 min) ,
SENREERIfE = b a—1 100°C
Microwave program 3
(250 W, 0-2 min} —(0 W, 2-4 min)—(250 W,
4-9 min) —(500 W, 9-14 min)—{650 W, 14-19
min) —{0 W, 19-20 min)—(500 W, 20-40 min) ,
SERREEBIE = b r—)L 110°C
5) @RRIERMEEIR DR
HFHE 1 g ZHEIZRY, v/ 02 —T7H
BERIEERT 7 0 CEAZRTERRI AL, K1
ml 33 L UMBRAE ST RIEE Tml M2 T1E
BB L. VBROREMTL R 2 TS, %
D#%. E9 Microwave program 1 %174, #&T
#%, BEEAENLA LT NOx RREDHTAKE
TV, ERE TP Lctk, BEMEStTHE
E{ksRE7K 1ml 202, Microwave program 2
iTol, 0%, FREBUSRE»OHALTH
AR E 1TV . Microwave program 3 #4177,
PRI ARASHET LTk, SRR TS50 ml iz
AAT w7 L, &BHEARRERE L,
6) &RBAIEMRIEROTS
CRNERGERL, RE P OMBRE L%
(2728 & 5, BEFRIELHT FEUER A TSI T
FIRLUTRAR L, =KL, P oERERIIfeM
HIRBDLERAZERL. S OERERIZEESTT
FARiEE (0.05 molll, FOEHMEET IR Mo, C

DOEHERRIIRE (FOLER T ERSR) 2 b
L7z,
7) 1CP QUESH

1 ORRIAEED 2 B TRIE L7z, ICAP-61
DA% : power, 1.25 kW, reflected power, <5 W,
coolant gas, 20 J/min; sample introduction rate,
1 ml/min
ICP BN EB TONRER Y, 21T,
8) AANENR

1846 (& B) IKRITTLLEOSBER
ML, EROFITHIEGE > THAT LR BN
EUREBROERE, £3IITT, EEBIZOE,
11T 100% DEIRERFZF NI,

C. HiFHER

THY 7 ABFERGBIUF ) aF0&ES
BOSHHERE, B47T, HFFET, kg
K BLUOL CHEES—ATRLTH S,

HECRBITBL T, MEEOXBRMAE TR
Eff Cd o\ T, 87, 105 mghkg b\ ME
ORGEB, OMBR LN, Pb 2o\ Tid, $HC
EVMERREH 9, BUER F 0 2 mefkg 25505
Thote,

RIITF LTV, As IMEBETH-oT-
B, mHEhEMSERH-o7 (1 mekg BLF) .
722 L Ge BRBEIESENTWAHEDIZBN,
Tid. ICP B miTikiEiz X AHIET 65 mglkg
LD As DEAERE LN, ICP BIeatikic
BT, Ge FIEHR (193.687 nm) M As D
ZENeRR (193.696 nm) VI iZH D, HHETH &
F) TR EPHLNTNS, Z20kH, 80D
TROLNE As DEVEIL, Ge i & D2NTHT
B E I,

4 DYREER T, BEROBE. Cull 4
—90 mg/kg. Fe X 15—197 mgkg &, B&Rizk
WEEEETHolk, Cu DEOEHVEI T Fe
LEVMETH -3, FRGORS 2 +HIER
L THBTALERH B EE L BT,

-30 -



Ge {22V, f2FkR A D T 3,300 mg/kg &
B TH oM, BE~0FFRNDh, Zhik7TH
U2 RAEARED Ge T2 Ge (LB EML
TWAbhEilishi,

Cr (22T, 2R D T 9.7 mghkg, W
51 T5.7mgkg ThHY, MORRITHA~AFME
Thote. Iniz 2T, BFERROEE, 7—
111 mgkg Tdh o7z,

¥ ) D SHTRER (F&5) Tit, Cd 1T
Y RERLLT VLT mgke (EREE) Db
Tholo. As°Ph iRt S hRedrotz, &
IR L TR, MEFEEONBFEE TER S
hi- Se lzoWwCit, 77 Vv iraA—AT
3mgkeg Rt sz,

Cu & Fe MBI OWTIE, %) 2D
K5 T Fe MM Ca L D LEVMEER L7223,
THY 7 ARy L al—hi XTSI, Cu
DFHHFe LY LEWVMETH -7, Znid 41—122
mgkg Tholo, RIITRERVA, Vidildbb
WENT v 20T 2melkg L BRI,

PEnk iz, 7HY 7 AEHEARICE Cd B
BRGNS 1 2GR 2BaHoT, Ll
MG, BT LI ARG TW S
TEhb, 2HSEIRIE LTV 2HITER L,
BE. MBICHNE LTV ARGRIZ 2T Cd B
EONiT AL 0L, BORR, W1 C ok
FEEBIE, AREe v MIOE 2 BERRERE
THT LIERRE SR, 20 CA BT 7.62—
9.99 mg/kg Th-o7o, i, B B OiRFEEN
Bid, BERERBTMILEERE LT, &t
D102 v b OBLGOZATE (3.82—5.96 mg/kg.
4 4.34 mghkg) BELUEEo v b & LUTHHE
TER L85 L FRE O 1 RE0STE (6.4
mghkg) 2¥E& I, Ao, RESIIFEREETSH
B, MO OEREMATHEELTHD LS
Z b,

D. &%

MR ORED G EH Shiz Cd iz
. AF LT TEARWL L ORAL LR,
SCREER RS, THY 7 AENLEEENS
THY 7 AMEERLHICE CA-SEEENLONH
BERTRINTNR, SEOKBRIIZO
LEEMTAZBDOTHoT-.

Cd (2 X 2% ML, FroEIERIC L 2HEE
MEREE 2D L ENTWS, BBk Cd of
REBII VT BE. RELKEFEDILIA
JIHOA KR LERERF-oTWBEEZHTHS
A, A JECFA (2 X5 PTWICHY M2
FERE)T 7 pgkgiweek ThH Y. 2003 £0
JECFA THLEDEEMETT 5 Z LAWERINT
WA, ZOfE, FEEZ50kg &L, RKIC1BH
ToDITHET D L 50 ug P CA R E 225, —H,
DREIZ BT HIERM— BEREREIZLD L.
HAEANZL1 BhY Cd %L 13 513 29.3.
14 B 26,2, 154 EI1 256 pg ND=0 & L
HBEOE) ERLTWAS LHEIh TS,

RERMATRE- A RHicH D #ERT
BIENEZLOND, FOH, THY 7 AEE
E&HPO Cd R, WECREREh-EREI
FeoTHEILGEIT, BEENLOEERL Hb
HTH, PTWI 2 FRIZZ EBMBELEZ BN,
FOROOFENRE LWL Z LREENSD, 5,
Cd IR G 2 AR5 LT iddh C DfiRse
ErLIREERT T HED, ik, Bifa B OfR
FEELLIZ. BERLEHDETH PTWI 2 THS
L oW HERE (CAE 5 mghkg BLT) %8k
EL. ThELEOEORGIZOWTIITTHRICE
SHRVHEHTHLEDOHENRH T,

2B, 4E Cd BERE o RAIC VT
WEOMNERITE DR, REELTHY 72
BERLPO CAIZ7WTE, Z74r—TFT v 7R
HELEZ b,

VRSB O Zn 122 Tk, Cd DEAE B
TREL TR, BN oh, In
& Cd IERTREOTHTHY ., LM E



DPHEELLTWB T, MEOEET 272#MAFE
HEERLELOEEL BN,

X/ ETIE, Cd 7oAV 2E, AV~
. W77 eT, 1 mghke GRITR) BESE
TN, oF / a TRVMETH -7,

%< DF /2 TiE Cu XY & Fe OFREME
TholM, TH F ARy al—bipET
HYFr2E8FTI% /) 2 TRFIZ Ca OFR
Fe LW LEMVMETH -, LinL, THUF
DAEERE DEREIZ VT, SHEORERET
5,

e, SEEOSITTHER Ehi= A, Cr. Cu.
Ge. Se. V. Zn 72 XiZouvTit, REEILLFHE
REERERZOVWTORRRLETHE LER
Sk, T SEIXSTREUZ AN 2o T3,
¥ ) {243 Hg BEENEWHONH H 2 L 3R
FAECHEA L, Hg [0V THard 5 43R
HiLELON

E. #&%

THY 7 AREEKBIOTHY 7 2E%E
% ) 2fico% . ICP BRI LV HE -
VARSRIRE LT Lz,

FTORER. Cd DEBREWT T Y 7 AR
RHDBZ ERbhrot, ITRHIZH LTI, BXE
FIZITON-REER LB/ L, JRIEEEIZRWT
MERE LR, KEEL740—T o7 LT
WS ZERMELEX LR,

Pb & AsiZoWTik. ICHEL B AN DH
PEpsiitiehol,

X/ aHPOLHAERTIE, Z<DF/)aT
Fe OFHR Ca &V HEWVMETH B THY 7
ATy YV a =L YT HIF A 2EHTS
¥/ 2T, W Cu OFH Fe X0 LEVET
ot

EROFIMERCHEMIL, FOLFERTHERE
IRTET B2, REERSEROIFRRGE
REEDAUTRSE L EZ bz,

F. 2Rtk

Cd DEDPFENTHY 7 2EEEREH o705,
ZRLITH LTI, BEMICITORREERD
ZRL ., REEITRWTHESE Shie, LaL.,
KEEL7AR =T v 7 LT ZEBLEE
EZx b,

G. BiRHx

1) FRCHE
BERES,

2) FRRER
72l

H. MO HER- B43ikR
el
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R1. DWMLETAYIARBRERE

_ 208 B
SIGA XK
BZB  FAM
RSC BXE
19D Bk
SSE  FRRD
BIGF R
BIRG
SISH Bk
) B 1 S
Bl ¥ME
BIQK EE
BIRL &k

#2. ICP-AESHIERE

THR i (nm)
Al 308.2
Cd 2288
Cr 267.7
Cu 3247
Fe 2599
Ge 209.4
Mn 2576
Pb . 2203
S 1820
Zn 213.8
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3. AhnEYREGRER
FRME(ue BN

Al 160 101 £ 3
Cd 20 101 £ 1
Cr 10 9+ 6
Cu 160 99 *+ 6
Fe 160 100 = 2
Mn 20 100 = 1
Pb 20 101 = 4
Zn 160 100 = 1

[EURE#E: mean+S.D. (h=3)
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4. BEBRPOERE (mg/kg. MHKELOHmg/L)

A a8 BIEC BT S RE BTShF

Al 214 =02 679 =19 1029 *+ 26 749 1.0 1.2 =03 1701 £ 2.2
Cd 22 =01 8.7 200, 105 =02 13 002 N.D. 34 +0.0,
Cr N.D. 05 +00. 05 0.1 97 0.1 05 X005 1.3 =00,
Cu 164 = 0.1 558 086 636 =09 870 1.3 43 =005 50.2 £0.3
Fe 278 =02 783 £ 1.8 970 £ 23 1554 £ 2.1 354 £ 0.2 90.0 = 0.7
Ge N.D. N.D. ND. 3291 £ 812 N.D. N.D.

Mn 24 =00, 7.0 £00. 8.5 £ 0.1 49 + 01 31 X002 9.7 0.1
Pb 0.7 =03 09 =03 12 =03 N.D. N.D. 1.9 =04
S 2818 + 34 3486 * 27 4526 * 47 2334 + 31 3609 X 22 4525 + 28
Zn 127 =02 89.0 =08 1106 £ 15 594 +08 660 *+ 0.2 1056 = 0.7

W mG Bt Bl B 2K oL

Al 5.2 201 27.0 =01 1049 = 0.5 2188 + 3.2 N.D. 23 =004
Cd N.D. 1.0 =002 10 =00, 16 00, N.D. ND.

Cr N.D. N.D. 5.7 =004 1.8 01 N.D. ND.

Cu 52 + 0.1 9.5 =01 498 +03 902 1.1 N.D. 0.3 =000
Fe 147 £ 0.2 302 =02 139.1 £ 0.7 1965 + 3.0 08 =00, 51 002
Ge N.D. N.D. N.D. N.D. N.D. ND.

Mn 1.0 =00 2.2 £0.0, 51 0.0, 86 = 0.1 N.D. 29 0.0,
Pb N.D. N.D. ND. 06 0.2 N.D. ND.

s 1197 £+ 38 2223 = 11 2393 =13 3657 £ 33 5 +19 31 =04
Zn 69 0.1 10.2 £ 0.1 576 =03 98.7 +09 04 =00, 21 £ 0.04

EBBRRF: 05 me/ke

Data are expressed as the mean®5.0.(n=3).

HGK LUTBROT0, BREROR. RIELAEL .
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