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Key Word : R.montana strain. indirect immunofluorescent technique.
spotted fever group rickettsia (SFGR)

The antibody prevalence for spotted fever group rickettsia (SFGR) in Miyagi Prefcture was performed with
indirect immunofluorescent technique using Rickettsia montana strain.

1309 sera,including 152 sera from the patients of suspected tsutsugamushi disease but denied through
confirmation test and 1157 sera from residents of several areas in Miyagi Prefecture,were tested for the

antibody against SFGE.
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EEHFER HRET E £
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Summary:New official project of neuroblastoma(NB) mass screening for 18—month—old infants, who had not
be picked up by 6—month—old, was conducted from May 1992 in Miyagi Prefecture excepting Sendai City.
7,912 of 18—month—old infants were screened until March 1993, but NB patient was not found yet.
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INRY Y D—ETHOMRENREIY, HFa—AT3
VERESE, BT D 0%, TORMEDTHI =1
2 UFAB(VMA), R=AHAE(VLA), FEN=)VE
(HVA)2RPicEBIzHlT256088L, VMAZ%:
LT B ARIY—=V SR THD. ERE T,
£ 6 2 A DI ERRIZU AR E R~ AR /) —
=V % 19854E 108 BB LTz, 1992483 AKETH 7
4EIZ134,568 AR EE LKL, I6ADRBRERRLE,

oM, BERBIZBNTEPHROTARIY—= 5
TR RSN 16N %2 32 A E SHBIZ 3V T HiNE
EHEELFER SN, R ARIY—= VS TREENIZ16

AD 6 AREEREL, BB TRHESN 16 A0 EHHEE
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TRETEEPoRI6H% 4 DD R4 F IR ELE 2 ITR
Lite R2DEALT71LEA4T 4D1241%, 6 A LEIR
HE<ARI) ==V 2R 2RO NI RYR AT
EAMEEER oI EZBND, £ T6 2 ARERA
T VMA, HVA B TRIERZILMBEETH b0,
6 2 A RERE S TRELZZITENLDOZEORLKRE
Higiz, 156 »A B2zl 2 BB MiEEiienE
TAAYV == S, 1992425 APBLRT (iETH%
&) TEMLIEOTEOBEIZONWTHET S,

£1 O6MATRRARIU—=U VRS OMEFMEES (1986, 10~1992 kM)

I il g N A N B & 3t
TARI Y —=v 7
pRaT kA 000  |0O000|0000 |000  |* 16
HRZE TR (VA HVA )
B IR (WA VA 1S o 00000 60 8
RETEM(VMAHVA )
ZomErE WA IVAL) |© ® ) 3
mEE2ZITT o) 1
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® an
0 ﬁéﬁ%f&(VMA,HVAT) e ' o) 4
YR ERETTIZ AR O%fF [ Ziaw
#2 O6MATYARRIY—ZVIBRRTELGM:
=50 (1980, 10~1952. 3) 1 EHH &
5 | | S0 BB EREREAN | g @ RUE~OBYLIRTE Y bORA
N = TRTRHC I8 1 3 6 2 A VA HERS AR 2 [BLE OO
FA71 = e ad e 8 RBIEMMBIE < AR —=V FIROWTEHEBAL, #REYH
272 3 L & 0 3 (BREAH - HEANKE3, READE, BMAHEHE) %
WALz, RENUE, BT HEHEL 62H
X473 | T#wed | B % 1 Rt R SRS
rAL74| BT B % 4 * 1 HBRERT
- *2  FEFURAERT
A 16 %3 RINALLF—




T RAZ W —= S LBELRNE S 6 IR 1K
6 HIRFICEST Lic. £k, HEDETEN
BEEICIRR L, ERBELICERTILSHEHELL,
® WEZMHEROER

REFFIZBWT 6 AL 15 6 » AkEDHEMNE
MBRIALZVESIC ALY 2— X~ TR M EIREBERL .
STHITH OMEE S % 7 HicH—L, 46, EFzY
aviz AN, BiERERL, HBRE2EAR EMSELD
THRBFHEM L 7. EFERIRBLELR ST BT,
R HERERLRLT WIS ER RO b AE L/
RURR YLD ERXL T,

@ REEMO R M E

TNRH Y oBR#EE 2 EZIFELES] (K1) OoXFF—
RRAEZ— % EBUERNEBIESZEL TERETO
#mR, EREMLSRICREERICOTEHEBROBREZ KK
L. EfROBSRAEDDenic THHRFMiRE< X
APV—=2 %, 2ERITELLS OFSVEEVRTFE
IR L 72,

Bm1 h5—RKX4—

@ WEFE
6 A RvARZY—=v I REL R ER ko<
5574— (HPLC) ZHAWTERKRELEMLL™ .

i % ES

@ —RBEFER L EUER

19924 5 A kY 1 5% 6 2> A i 2 [l B A iR ~
ARYY—=y B LT, ERBT XIRR £y MR
R RER, 1EMESMDREMNENSHE. RS
A RBFO—RREZRER, ERER THEER
L. JTBRICFACHRED 62 A ROZhEREELRL

foo VEMBMETRIZ 6 2 H RITH AT P oTe SR HERITHIZ
Erole. BIRRREYMEf%, LORERERZI
POEYE (1 RRERBAK) ZR4CRTROK
B EFHIC Lo T 6 AL 158 6 2 A TEBRLNILH,
&I 64 A T88.0%, 1565 ATT3.3%LHEMH
IRPERE LU TR R B R A o T2,

#£3 1HE6MNBR—RBEKR (1992 5~1993.3)

PR & B - s B &=
(X)) | 2% | FHE | BEE | EREE
il ;2] 559 27 507 25
H A 371 19 328 24
‘i H 32| 2 290 14
"2 &R 974 50 889 35
L 402 20 365 17
B £ 1,167 59 1,047 61
LG 1,021 54 907 58
=gt 362 12 321 29
2 K 553 29 491 33
A * 616 35 556 25
) # 1,286 51 1,171 64
AL 691 38 616 37
2t 8,327 415 7,490 422
(5.0%) | (89.9%) | (5.1%)
o | 2o G5 8% ol

£4 RBRERYMEBISHTD 1 RRER (BRE%)

B P 6 » A 18 6M5A
il i1 88.3 94.4
=] a0 90.5 75.4
A | 86.9 71.6
=1 ] 81.8 67.5
% & 85.0 73.2
! ni 85.3 66.2
X 3 91.2 75.9
B OB oW 84.0 71.8
= [ 86.7 76.8
B * 97.8 80.1
s * 88.3 66.1
ol ;| 92.4 72.8

& &t 87.9 73.3

* 1 EEREFZFR *2 KRBT
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® VMA, HVAY#IE

91,0000 7 L7 F=2 (JRIBE) MIELCVMAL
HVAQHIEMASFREZR 2 iR Lz, 186 2»A R,
Reh 7 LT F = BEL Bt IN B/ LT F=0T
WIELEVMA, HVADEEHES 6 A Rizlb~ME< 72
D, Iy A T7{EIZTVMALS.9 g/ mgCr, HVA24.6
pg/ mgCr (SE#Hfii+28D) & L.

¥

VMA mean+8D
400
— 6 H
n=1,000 | 10.01 * 2.46
%0 LY LEY
n=],000 9.38 £ 2.4
200
160 X
T 4 6 & 10tz 12 16 12 0 ez 84 36 & R
HVA meantSD
300
== §hA
<o q n=1,000 | 1719 % 3.48
136 h A
0 n=45000 | 15.60 * 4.51
150 §
100
- : ﬂ
ml’i A3 T E1 S PP

.........

t
pg/mgCre

B2 VMA, HVARZEMSH

#5 6MA, 1E6MARBHEAR
(1992, 4~19983.3)

VMA { HV At |VHAHVAY
6 » H 51.9% 24.3% 23.8%*
1% 6»H 32.7% 49.3% 18.0%
VMA 1 VMADOZEWEERME *RRE
HVA{ HVADQHZEWERE
VMA, HVAt VMA, HVAWHFREOEEBRE

£7 1R6HMAREERELED

@ EEEtEET R

BB ONRER 5 IR, 62 A RTIZVMAD A
BEVREED51.9% THBHS, 15K 62»HA RTIZHVAOA
B A49, 3% LR OBE RITENW S AN, 6
PH, 162 HORBONREL 6 ITRLE. AER
B, BT F = OEESITEEIRRVWS, 1E6,PAR
TIRHMEBRAP VDR ot ZhidIBEeoliz 3
B BITEATORRBRENW D TRROPLEZLND,

@ RERE

1% 6 2 A ROBEREEFOVMA, HVAEZRZRT
R L. 4£Hm3 AR ARY Y —=v IRl
HVABEO A E S BEREL SR, BAFEEBI
HVAEREEIZR o, NFFE2ERD LHRRE%ER
HHVAMR ERT3Z L3RADEIHRELTNHS,
BRUWEITEROBEATHIZAONWTOREHBEFEHLT
NWBS, BEREOCRAEHBDICHVAERMELS 254
BHBZ b, "FFrUMbET b=y, HFa—
NTIVEREDRAMNRHDILELDND, TDLD
16 AROHVAMMEL 2D Wi MM (X
5) 1%, Hv bAZERZIZOEERDY, TOFBRE
LTEBEOEREREL RZEELIR>TWS,

®6 THEGAR (BARCHTHEIG%)
(1992, 4~1993,3)

63 A #
{&Cre

B
) 7
® %‘s‘%&%ﬁJr

120 33 221 659 6| 1,045

OB R 0,050 | (0.26% | (1.79%) | 5.20) | (0.05%) | (8.25%)

1 % 72 111 228 4 415
62 A (1.33%) | (2.74%) | (0.05%) | (4.98%)

1 3 4
VMA | HVA | VMA | HVA | VMA | HVA VMA\ HVA
6 » A B & K| 12.1 23.7 11.0 15.6 11.5 19.4 ZRET
1 7.9 28.2 10.1 37.0 12.1 27.4 18.7 23.3
2 11.0 57.7 7.1 54.9 9.9 34.1 21.8 27.8
186
® ARER 3 8.8 51.7 9.1 42.2 20.5 36.9 17.3 20.0
4 - - - - 14.9 43.2 20.3 24.6
1 9.5 37.8 7.2 28.6 13.4 27.3 18.8 19.8
BE®RER
2 9.1 13.9 8.9 18.0 12.0 19.1 - -

(VMA, HVA : pg/mgCre)
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A—A  Butyl PHB

B1 BHEOHEBREHOUT a2 LOBR
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RT, BEERKEWHpHOBLIZ L > TAF 1L
BRAELEIL, HTLEF—LFVEAFVRT—%
BB LI, VFryavd L ARaBicEdLtd
OrEZBNLDE, ZOX5RBEpHEHEYICRETH
1F, YAVEVE, BREBBROY -7 2RSFTXFVRERBE
BIAFAEOEY —2 LERLRVE S REFERD D
T ENTE D, REOHERRO X S iZpH6. 5L IZEBN
TTHOOY—~2 ORWERFE DRI BRI LEBHTOT,
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FRIRTVEOEEREK IO TS 4L
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2. B ownE
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ZOJERRBOE SRy ZCul— b v V~ORE
BWHEEIX2m]l /mink Lic. Zhic kv & ToRERIRD
5 AREE S, —HEHGEHC O W TIRENDES
+HEHT BN, T E2HRZIPESPRIBHL,
HEY — 7 2P TR&EREREND, ZOoRIKD
WS LckER, Bl A%/ —v, 0.05MB%ER_
AEFPYYA (7 :8) pH3ZFERALELEOBEH
WBLYNEVE, REEHR RSFFVREESHRTA
FAFEOBEHROBRIRE 3 IRT L5 2FERA/LN
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WL 5SmI L EDDOTHD. MO K3 ITpH
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pHE TRWFhH50% U T LiRof. —HASFTHFY
#ZBEBT AT A EIZpH3 ~ 6 TIEHEIZELIX R
ote. ¥k, HENEOBRHERIZpHNE 2DIEED
RRBEASEBNE. HoTRTFH L REFHRT
AFNEEOREHITT D L ERBHEOPHETE S
FEL L AR EEOEIS 225, b IHE
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¥ —2 Rl Yy, WFhob—27iz bRy BENRR
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TR (49740, OSMRRZRRPIIIL 7:3) p H3

—_ orbic aci -_— enzoic aci —_— Ethyl PHB sl G N & o = <
g-——g ?so:ropil ‘;HB :—-—: BPronl‘I: PHBd :-——Z Is;:ZiYT“PHB aﬂ (ﬁ{ﬂi’ /‘—Z) 2 ml Eka){qlog*‘ mﬁ?‘kr
A——a Buty] PHB REY A X2 gkl

B3 wyIrRy)BHRELSREHORME
0.01M CTA%21:0.05MBEER N7 7 —pH4

%

10mlZM2 5.
2B %7Kk T20ml

PEibs 3000rpm T10min® %L,
Wl o\o | HER 5IF3000rpm T10mind 3053 B
*\\\\\*\\\\\o 0mlzt Y 7y 7 Cult 5 AT
—

K10ml T ¥E#

> ] s s on A% )= :0.05M B2 KFEF MUY A(T : 3)
FH (4140 05MRRZERIEIL 7:3) pH3 5 mITYEH
O-—0O Sorbic acid & ——@ Benzoic acid ()Qﬁj‘#yﬂﬁﬁﬁmxi,vﬁ@&o)&%
pH5.5CiEH)

W — W Para-Hydoroxy benzoic acid esters
B4 wyIRvYBHEROMHESREFHOBEHE
£8%0.01M CTAT10ml

20 1Y 2iTEA

PHBA esters standard -

- from soy sauce

E6 JREMIHOMBERE

3. R B B

VAV, RREBROSBEOATIFVREE
B XFVEOBERREBHHETRINL, REETR,
RIFF LV RBEFEBRZAF MVEICOWTIEENRER2 1
g/ml, YVEVRIZoOWTIZ 1 ng, 4pg 6 pg/ml
VYAEVEBIZOWTIEL pg, 2 pg 3 pg/ mlEsSdr
EHEEER Uiz, Z OWIR20 p 12 mElEs v b

AT

i

[
fjw”
2

L
' & S 7IEAL, REBEE-T. REGER 7 ITRT,
0 T 7 0 i T T EOXSRYAC VR, REER, ATARVRAEH
HINOTES HINuTES TAFAEFARTIEONT2~6 pg/ml (VAL VE
B5 NSAFLREFBRIRAFILEOERIIH ZOWTIE1~3 pg/ml) O TRIFREREER

THHEMERI O FTS5 A Uize
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0

O—-0O Sorbic acid
@®—@® Ethyl PHB
A——A Butyl PHB

3
Sorbic Acid (ppm)

2
Benzoic acid and p-Hydroxybenzoic acid esters (ppm)

& ——4@ Benzoic acid, Isobutyl PHB
O—0 Isopropil PHB

W——ME Propil PHB

UNEUE, RABE ASFFLRAE

4, FEMEREER

TR M &V — R 7 HEORERZHML, B
RERDiz, TOHREEBENER TN RN L 2SR
Uiz, Y—AEThBhRYNVEVEE, KRB, 5
BHEOAST XV REERTRAFAVEE0 1 g/ MR
2Bpg/ml(Y N EVRBIZOWTIS pg/ mlET12.5g
/ml) BIL, BIEFECES>THRIEL, BEIEEZRD
o BIRART X5 1IEMN, Y—RALbiRETORER
oW TIE, EIFL100% D B EF7 EERE S h i,

5. hoORHEE OLBERE

YNEVE, RRER, NIFXFVREFTBRTATNV
HOSPITAESL L UTENMBRRE, TA7a<w by
S TERED BN TND, EARRIE TIRkESHE
%, BEE=—F VN, REK#ET N O ABRIGE
HEZRRVIEL, HEMEERER, Ny Try—&NX
HEABOBKELRET D, THIXEEER 5F%
SREABBRTIATVE, YIVEVBOENMIEBARY -
WNE 8 IRT & 5 iz FNFNn230nm, 255nm, 265nmft
Bizizy, Y—rBERB D, ZhbiflicaL
et MR LRFERLRVWILTHD. ZDkSIT
HIRER R VIES Z L3R ERRMTH 2P Y TR
<, BEEBOETORRLRD. ThICLEEEE
o S THERBISARREY, HREHESHESND

0.800

0.640

0.480

0.320

0.160

ity ST

0.000 SRPRTPpp,
300.0 320.

25

1900 250.0

=7
BIXTFIEORRE B8 ARETEHORABBRRRARY ML
#£1 VILEVE, TASE, REFRIATILSOEH, V—RIZNT 35N ERE
g il v - A
IR /ml) R (1 /ml) | BUCR(%) | EMEG /o) |BEEG]D/nD) | BYEE(%)

AN R SV 50.0 48.5 99 50.0 51.5 103
® B F B 50.0 48.3 96.6 50.0 46.8 93.6
RREBRF N 50.0 51.5 103 50.0 50.4 101
REEBBAY 72N 50.0 50.0 100 50.0 54.0 108
REE®RI N 50.0 52.5 105 50.0 51.0 102
REBEBRA Y TFN 50.0 50.0 100 50.0 47.8 95.6
RBEBRTFN 50.0 50.0 100 50.0 47.6 95.2
vy v ¥ v B 25.0 23.3 93.2 25.0 24.5 98
® B F B 25.0 21.5 84 25.0 23.0 92
HEEBR = F N 25.0 26.3 105 25.0 25.7 103
REB®RAY SN 25.0 25.0 100 25.0 25.0 100
REAEBHBR 0L 25.0 23.8 95.2 25.0 24.4 97.6
REEBRAYVITFN 25.0 24.0 96.0 25.0 25.0 100
"RERSFN 25.0 22.2 88.8 25.0 25.0 100
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7o, 240nmWB SR flE TN —FE R BRAWEETSH 5.
F23A, BANROYAY VR KEIET EN R
Uk, KERERWI v, 2y Ry ol vkick
Y L B Z R L e b DTH D, FHktsikit
k7 ez XV FPOYNE VEBREBERBEEREIRLTY
Tefe ¥, KBRFEBHRETOEENY 77 —%IMZ, 265nm
ZRE U, KREFHERE S nRix"ilE Yy SRy
HSABEHBETHERLTEZ itk v Lk, Rk
512, 3 oOHFHBIREDIGHOREEIZRS &KL,

#2 YILEVBOKESREBEEY TR
FICkDAHERDEE

(g/kg)
5 < b| 0.8 0.80 0.84
Zf;i: 1.47 1.47 1.52
ﬁ“f’; 155 | 1.5 1.47

HAZ a< Mo 712 X B HABERE TIEAENRE L R
v7 RFRIZ = NS 7HBIREDbOEFYES Y —
HAZa<w 578 (K9) iXdb0rnH5BH8, N

v RHAZ u< N5 7 ETiIRRHERE »50ppm & {5
W, ¥EfeF v ¥S Y —HAruw T 7ETIEIREEK
FE1E 5 ppm & BERBID b DIZ A THINE DL, &
FROBEL RV, £y 7Ry JEBiC X 3RIABETIR
BEERFHTIERL, 547 =28 T AEETAEEEN
5B, KREZHEE, —FNHHBRESLETHS,
INHOHFBRREATEERES v~ Mo 7HBIIERE
b 2ppmEE<, By IRy r Bk SHAETO1
BB EBETEDL LD, BELVHETHY, $8L—
Frk L TEITH S,

5. & & &

M ICE y PRy 2R RAGWEERBE s o b
T 7HITEY TROERARENO—FFIEITONT,
B Lic b ZARFRHEENE bR, B, Y—RIZ
SNWTOEREZIZIEIN% ThHolz. YLV EVERICD
WTIRKERE G ENRRNR I X2 HEHEE RS
Ul. X, BEHEs v< b7 754RR D308 LN
TdhoTt,

& E XH

1) ARFERERS SHPORRKBMWOSHE
tEI®EA B A LR

2) FEAR - s - 29297

3) MAKBAIE - Ak - 31 - 269

4) 1BARY - BREEEWZE - Vol - 41, Nol0

COL : DB~-WAX 0.25mnX15m

OVEN TEMP  200°C
DET TEMP  250°C
CAR GAS N:
ATT 1
CHT sp 0.5
PK WD 0.05
THRSH 4
DET FID
INJ 10ppm 241
10
o
—
Sor
a Isop
o .
Benz
HE

11.15
12.02

15.74

g !

7.33

K
Et o
N

Profl reon Bu

J

STOP

B9 AERFEHOFYESY—HRIOT M SL



8 GC—MS. SIMIZEBFHEPO=NAL/ =,
FAFIoNAL/—LORH

Key words : nivalenol,deoxynivalenol,gas chromatograph—mass
spectrometry,selected ion monitoring

Summary

Gas chromatographic—mass spectrometric method for the determination of nivalenol and deoxynivalenol in
grain was developed using selected ion monitoring mode. Sample was extracted wih acetonitrile — water (3:
1),water was removed by salting out, and organic extract was evaporated off. The residue was cleaned up with
Florisil column chromatogrophy,then trimethylsilylated. The derivatized nivalenol and deoxynivalenol were
determined by GC—MS SIM using capillary column. The detection limit was 3 ppb in sample.

1. F

THEYV I LBIECOENRTIRIEETHD, =~
J = (NIV), F4Fv =1/ —A(DON)IZ, IV
aFeyReL2 ML THD. RIUMNE, KE, &
5457 LEOBBICRETDIHIETHY, hEERE
LT, AR, THE, UE, A, ¥EE, s
ik L LTI, BMmERmAE, MRBESAL LT
3. BARRTE, 31 v REOREOK¥EIINIV, DON
WA BERINTNEBDR, TAV A, BFEEONE,
K#, L3152 LIE, DONBRORBLBR, bF
T OREEIHIgENRALNS, BATR M a7ty
Fw A 2 MF U ORSHIREIZET I RBEER RN
2, HFFTIENERODON 2 ppmbl F(FHMIZ 1
ppmil ), KE(FDA) Til/hER#KRS 1ppmilT,
Ao/ E 2ppmBl T, REFE 4ppmBlTEWVS
HABRBEERED BN TS, #->TNIV, DONED |
YyaskyHi~vf a bFLEeonT, FORERHEE
ENBZEHKOWEHOILE 2% 2 0E, HERRIZOWT
ERERTILERD B LE XL bND, NIV, DONIZ
FRENR 1 OHEE L > TBY, PRVERORNG
FEETHB D, ThbO/EE LTI, 197084/
R ERHES o M5 TESRANBRTHEEASY?,
19804 fuie 72 IR MBI IC BB H Ry < N T
7 (GCH) IRk ENERE2TS FHEMNHESH
0 s EFEREREPILTWS, FEELLTE,
MY AFATYAEREDE L, FAERBEEO(HE)RE
HEITH IARANSBNRTNS, Rti#e UTIRERED
B L EFRERIHEREDN TS, RABBRIO
FFERICHHL U CHI R O SRR R 1T o 08, BT
HethHBBIZ kB 7 < IS ARBSEOLENE I X
R —rRHLNTHELRY, SEERRIFLEVNS
724, BRHBOBERIZEBHILEDITPNE NI REBH
bk, FITHEGBHEEMFREREELE LTHY
fH Ry a= NP5 7 -HBME(GC-MSHEIT LS

HsC

LU=
=5

o x JOH

W]\

Qi
I
[o Yo IELEXD

R:OH Nivalenol
R:H Deoxynivalenol

M1 =nL/—il, FEFLZAL/—LOWEE

Selected Ion Monitoringlk (SIMi) 2#at L, FHEE, &
%, LLBIFTHRBOMERDEWITEEASIL
NT&Ee,

. A i

2.1 & E:3

T r= YA, ZEFRNVL, AX) )N, EFERT
T — BE IR R (Fnaehtigise)

BT VE=YA, MY AFAVINALIXY -,
MY AFNZaNY Ty — R (ReiidEs)

Trisil—Z (Piercetl:H4)

S5 AT e Y UL —80—100mesh (FIYEHEZEHRL)

=A"v /- (NIV), FF =V /) —N
(DON) —iZ# gy (Fnolehisksy, 614404651, 048
—18631)

NIV, DON#ZHERE®E —NIV, DON, ZhZh5.0mg
PHREL, AX /) —ASmENLTHEMLEBIZI T
kL AR E TAERESOmM E LT100ppmDEEEEEH %
B3,
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Y AEHI— RN AFAT Y AL IEY—— MDA
FArENYSY BTN (1:02:9)

2.2 % [

HFhyaw NS TAIT AT AY, 156mX30
m, YRIERD, FSATZANE—, FURvAYIGE

U NMERIEZ S —Reacti Vial (Piercetd:)

FARrZu=w NSRS A—DB—5 (0.25mX15
m, JEE0.25um) (J&W4H:)

GC—-MS—HP5890 GC, HP5970BMS, HP59970 MS
Chemistation computer software (Hewlett—Packardtt)

2.3 GC-MS, SIM&H

Carrier Gas — Helium 5 psi

Column Temp.- 100°C, 2min, 100 — 200°C, 30
°C/min, 220 - 270°C, 20°C./min

Inj Temp. — 270°C, Inj Valve on 2 min,

Splitless

Transfer Line Temp. — 260°C

SIM Ions

NIV~-TMS: m/z 289, 261, 290, 379

DON-TMS : m/z 197, 259, 295, 287

2.4 ml, #BHE, ULk

Hp20gk7TER=FUA—7 (3 1) 200mlZh0
%, AW LA L HIBETS. AHMAL, BEICY
Eh=rY—sk (3 : 1) ZMAT200mliT A AT >
FFB. ZOL00mlEAEW (RE10gHY) L, HERT
vE=YASgEMATIAELAL S TS, S#L
KEBEETTEREE2MERS N YA RERE, BEE
BETS,

FSAZTRYVNE g RELELIHRBRT MY
ARWBEH7 2 o RN A20mITHRET D, HbiwEs
g uRALEmUZEP L oI T Aich, BREERE
7 eaRLA3mITHRELIZACMAS. 701
FN AOMIOBEHEEERT, Jeasibh-—RAX ) —
A (5 1) 50mIDBEHEEZEDBEELEETD. B
Bk s aaRn s 3 miciE» LEDOL5ml (E5 g
%) %Reacti Vialic &Y, 40°CIABLOOERN
RERERATHREZEETS. ¥V IEFI200 o120
A BRTIAHET 5. ZOREHESec2. SDKMITRE
L7zGC-MSIZEA LAEZTT S,

1.5 REBHAEESROER

NIV, DON®D#Ei# 3 (100ppm) % £ 1L 21100, 50, 10
p1E010mIREREFIC L V40 CITBHM L 0B R T L
KERATEBEERETS. Zhizy Y VR 1 ml%
Mz BRIZISABNTRIEE®S, 10, 5, 1ppmFifH
R E UTGC-MSREAL, REREFRTS.

2.6 GC-MS, SIMIc L BEH, BB

2. 38D &Mz E Y b LIEGC-MSEEI2.4K V2.5
MTHONEREREEAL, SIMZ <= M5 h%HE
B EHFO R L O—HERUCEERBEOSIMY 1
<= M5 LD = HROLERENENOILEO<
ARRY MHHYA F U OREL L —BTDHZLEDo

TREMEGTRY, U7 R RER L e U THER
OWEFERT D, HEKBED 1 /25058 PRET
HDo

I HREER

B B OHIM BTN R Y KD B EHRA BIPD S
Y—F v ZEENBHETH D, PRVERERITAND
HLWHLNEXEHROOADBNDM, 7l PRI L8[
WELORELIRELHETHVHBRLEB N L Bbhiz,
LisLzuadilbh— A% ) —)VIEHRTRAESEDE
Joraw NS5 74 =V TRBRBA+STHELE
%z 5h, NIV, DONO7Rr U HSadbOEHNSE
Wotkit2iFo7%, NIV, DONEFhEN%E0.2ugd D
7Y PA0gRBIV5 giRAMLEAHERLEDOR
Z—VRE2BEIVE3THD, 7P ili0gnHE

100

Nivalenot

8 4 B Deoxynivalenol
fr.1: PhH-CHCl5(1:1)
fr.2: CHCl3

fr.3 : CHCl3-MeOH(9:1)
fr4 :CHCl3-MeOH(5:1)
r.5 : CHCl3-MeOH(3:1}
100 ml

60 -

40

SRR

Eluted Fraction

20

0

2
,
3
Fraction No.

1 2 4 5

Elution from Florisil Column (10 g)

E2 NIV, DONOTZAUDILATLA
(10g) HhSOBENEZ—

Nivalenol
E Deoxynivient

fr.1: CHCly

fr.2 : CHCl3-MeOH(9:1)
fr.3 : CHCl3-MeOH(5:1)
fr.4 : CHCl;-MeOH(3:1)
50 mL

60

Eluted Fraction

40

20 4

<<
% N
EE [

1 2 3 4
Fraction No.

Elution from Florisil Column (5 @)

B3 NIV, DONO7ZRYSILASL
(5g) hoOBEE/NE—2
AR 2 100ml g oL, 7e Y YA 5 gh
AiIF50mlToTH B, EFLbbORHETH I/ aaRL s
—A&Z )=, 9 1»55  1OEHETNIV, DON
EHIZBHLTWS, 7V —Fy 7HRICIBENERE
H o, BEOMERAERNRELSTHLR 3 O&FZ AN

AT iizliz,

GLCIZEIGE R B OFHEMAE L LTIE, XIOTDH
TeFE, AFAE Y AFAT Y MALERRSR D
nTW3E, YINMERRFREREEXZASATY




Abundance

w

w

w

w

-QE+E"

. SE+E67]

.RE+E]

.SE+B

.@E+E

-RBE+37)

.DE+@

TIC of QOATA:MI2tSt.0

. Mj

E.Q . - 8.0
Tlne Cmtn. )

Abundance

w

e

)

®

TIC of DATA:M12182.0

A“AAﬂLkNqu{

E.DQ 7.0 B.D 8.0
Time (min,)

.BEYE

L SE+E

.RE+BE]

.SEt+E]

LBE+E

LRE+S

BE+@~

=4

Trisil-ZIZ&BNIV-TMS (£) R TFDON-TMS
(F) DGC-MS, b—ZINAF oI T4

ARbundance

of OATA:M12253t1.0

s(1S1) Scan 7.862 min.

10Q \\

gpd] 102

BB

781
422
(

1508 200 250 309 250 400 45Q@

Mazz/Charpe

5 NIV-TMSDTARXRIMIL

ARhundance

{1684 ~ 172) Scan EB.476 mnin.

of DATR:M1zZ2@1.0

1@3
181

lﬁﬂ

A
1L “ A * !

308 358 4DB

158

250
Mzss/Charpe

2B0

6 DON-TMSDRRRXRIKIL

Abundance

Abundance

200029

15RE06

1200604

Snua ]

L.

2RGEDR ]

150060

12600

50808

ZBE.BY z2mu.

from DATA:M11B1.0

A

2B1. 15 amu.

fram DF\T‘R:P‘II 181. 0

A

2B0[R8 7
1560606
10860 |

SEES 3

20808 )

15@60 Y

12000 4

Shea ]

7.8 -

Gam- +8 wmns

B.0Q .0
Empm anrn.niwﬂ- R

.

o

Ian 273.20 xmu.

fraom OATA:M1171.0D

|

Time (

B7 NIV-TMSERZE (Tppm, 2ul) @

20RAA8 7

15006Q 4

180006 3

ERzlolch

Rhundanne

100

5000 73

2QRBAA 1

15008

108000 o

Abundance

1808E 4

%0067

E LﬂA~¢L¢~,_Am,w_wﬁ»_~

ZRbE

158D0E 7

S@ae

2p000 ]

15066

NL7i=ic{ X7 FN

Iorn 197.00

o~

259. @3

anu.

amu.

!

from DRATA:M116i.0

fram ORTA:MiiE1.0

|

N

7.8
295. @5

- S,

=inu.

BE.B g.@ 10,4
from DRTR:M1171.0

o

Ien 287.15

amu,

from DATA:M1171.D

}

7.0
Time

B.Q 5.0
Cmin, )

B8 DON-TMSHREE (Tppm, 2ul) @

SINARN TS L
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3, FITHRLEERY Y NMEELE LT, BIREhTH
BV YNALRITrsIL Z (NFHAFAT VST LMY
AFAZBNYS OB YV UERE) 2#HVWTNLY,
DON®D ¥ U Mk 2R 4RBHOKETRIRoT. #
LN R % GC-MSHIE (b—Z N AF v u=
Sz, TIC) LickZ 3, REDOE—sB3EHMENh
b0DY —F4 7Dy (fIZDON) Ju— K&
¥—2Tholz (M4), (DB-5, 15mb S A), £/210
pPAT 2 plEATRE -/ BL LR DDD0.5 1
BEABRMOT LA V-2 BRBNARE R o, Kk
BEESCIZHIT THIENRRY ARRERLIEDN
T, ZOEBRTAENTHHZ LBbhrolk, £ITX
BV PY AFAS I AL IXY =V — M) AFN
raary sy —EEFN (1:0.2: 9) OBEKEE

20088 7 Ion 2B8.15 amu. from DOATAR:Mi11BB.D

15@&a 4

16000
50006 7
Mt S AN A o

'L
Ion 281.15 amu. from ORTA:MII1EB.D

= J 7y
seea JL,/L,./J\W

E.B 10.8
Ion 290@. 15 amu. Frnm OATA:M1 173, D

Abundance

28BRE
15060 4

10004 3

0 MJ\AJW)LJ‘

Ion 379.20 amu. from OATAR:M1173. 0
26RR )

Rbundance

136007

10860

TR M\\/
\ML,J(_H_M

%}

Time (n!n bl

9 SEAMBERNSINGORE S L
. NIV : ND (RERIENIV-TMSOD R IR

Ton 197.B@8 amu. from DATR:M11E7.D
2RBaa

15068
tpeea

|
Sou0 mNﬂ;,w*hW\ﬁiMM”M\ﬂ\%M )

%]
Ion 259.05 awnu. Ffrom’ DATA:MILEZ.0
28008

ARbundance

150RG
jQoBa J/

seeEe \Mﬂﬁm,ﬂﬁbAf”\FJ,_Jxv_*AJw*«\Ar’f~—f*’//4&d\*—~““~—

[¢]

%] 5.8 1a.n
Ttmne (mln >

S5& AMBHBEOSINMIARRT 54
DON : ND (SEEﬂ(iDON—TMSGJﬁﬁH#Faﬁ)

E10

VERISBORIEEZToR LTS, REDHRLINIV,

DON( bz WRIFRE —~s D a~< NTF 028D
TERTER, ZOFBTHONEEY Y ABDOTAR
R7 MAVERKS, 6 THD. MART FAIZBNTm/z73
DAFY (FYAFASINALFY) Bmiz103D#] 5
BEOMETHBN, O F 2 OMRENROIIRY
TEZDT, TOAFVEEKL, m/z100BL L& L -
AR M e L. ZOARNRY M BSIMIEH A £

Frm ORA- 1K wmn. £nnm RATASMIIRA- B
23306 7

158048 9 l
18ERA
SDRG 7

g
Ton 2B1.15 anu. frem DHTH nlnss 0

20006 ]
ts00a ]
12900 7
50203 MMM

-

Abundance

BE.R

Ion 298.15 amu. from DHTH M1172.0
2108060 7

150863

=R A U k.

Ian 375.2@ amu. from DATAR:M1172.0
2006na ]

fAbundance

150R08 7

1002496 4 l

s50606 7]
V_J\/_L‘“MM

=]
7.0 E.Q a.@ 1@. @
Time Cmin. )

Bl S&AMBHBEOSINORNT 5L
NIV 0 012ppmi&t (REDIENIV-TMS)

Ion 197.80 amu. Frul} DATH: M1 1EE. D

7E290
1:1zkelxl]
E=1=1e171

Jpaan

3EBOR

2EREN § M

1menad TN o

Ion 259.RS amu. from ORTA:MI1EB.O
2@pen

— I

a
7.0 .8.a | 8.2 1R.0

Ion 285.B5 amu. from DRATA:MIL1Z72.0

70000
5@R00
s@aee 1
1a00a
3BeRR

Rhundance

7@een
Eaaaa
s5Qpan
40@ER l
26000
zmoeR

2] i

Q

Ion 2B7.15 amu. fram ORTA:H1172.0
7@apai
BaRAR
1 ~Jalale]
4@BRA
3kana
zlpan

= [

=}
1.0

Rhundance

Tine (mm ?

B2 OJ:A/’HH:HI&CDSIMOD7577A
DON : 0. 102ppmi&t (S=ERILDON-TMS)



Ve LTHATELE2 DhBROAF V2B R Uk,
NIV —TMS : 279, 349, 289, 261, 191, DON—TMS
: 295, 287, 261, 259, 235, 197, LiT:BA JESIMA F
VEAWTEEREORE (MNERG) oMbk o TH
ELLZ B, PRVGENBRBESFATERNAS
v i dHof, NIV-TMSTIX, m/z379, 289B&% 7
MITH, 200i5EHY — 2 BARLND bODOHEAT, 261
X — R ORE Lir o, m/z191ik4 < BAHET,
4T MENEL ERICR2 B>, DON-TMSIZD
Wi, m/z295, 259, 19TIXBERTTHY, 287THRHE
DORBCHEATERER, 261, RU2BRGENRBEL
FRATERP o, BWEROY Y NVFEEEOSIMY v
NS ARET, 8THB, ELNIV, DON&E HITK
Haniehoeill (58A4) OSIMZ a< IS A8
9, 10CH Y, REDBEFNEFNANIV-TMS, RUDON
—TMSORFFREM A R3. ENIVA0.012ppm, DON
230.102ppmikH EnFE (5 LA) OSIMy a= |
55 AEI1L, 12THB. NIV-TMSOm/22610D-1 F >

wkd7a< NS ARBNT, RERY—IRER-
TN3BE, oy u< NSATRRBIFEAELTEY,
Bk, BEREDICHEROBVVERRELA TS LA
bhs, SIMBRHIZ X5 EERBETS DIz, RE
3A4FvickBrue NSSARBNT, REFHRELS—
BBz Le, V—J7HH (BX) OHBER<AARY

MDA T VREOHRE—FTHZ LBRDEATY
2289, kRoru<w NFSARIOZBEHLLTY
rEZBILS,

SERE 3 4RREITNE, INERRLRZ OWT A Lk
RIIE1THY, FEfuchibEi, DONDFABRE
BENMERBLRBNRE, Wby, TAY IO
¥ g, 1 /10T Thofkeds, B#B4%eEd
MY aFe LRI CHEOBERURARE 2E 2T,
PRSP RLCEROLERDD LELDNDS, TOS5
Bk & LT ERROGC~MS. SIMEER, A7 U —=7
RUBHREZFREFEELTHRATHI EEZ LMD,

%1 BEHOZAL/—IL, FHELZAL/—LORESE (FH3EE)

= XN v J - )N FEEy =L ) - \

No. CE B E (ppm) B % (ppm) RiEs AR
1 S A 5 78 0.003 0.009 91, 11, 14

2 INE R (R S ND 0.015 91, 10. 4
3 MNEB(HEIB) 0.009 0.005 91, 10. 22
4 »~ v (73 0.004 0.002 91. 11. 20
5 53 ¥ A (8) 0.012 0.102 91. 8. 27

6 5 ¥ A (%) ND ND 91, 12, 10
7 S5EA(EEBR) ND 0.025

8 2N F v F 4 ND ND 91, 9. 30
9 A A v ND ND 91, 11, 18
10 < 7 =4 = ND ND 91. 10. 26

s = % B 5) i3, FEIER, kFAE, LEREF FlLR
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Summary

A simple and rapid gas chromatographic—mass spectrometric (GC-MS) method for the determination of residual
progesterone, testosterone, and B —estradiol is described. Progesterone and testosterone are analyzed without
derivatization, and estradiol is converted to methyl ether for GC—~MS analysis. A sample is homogenized and
extracted with acetonitrile, and water in the extract is removed by salting out. After clean—up with silica gel
column chromatography, estradiol is methylated with methyl iodide in dimethylformamide in the presence of
potassium carbonate and ultrasonication. Progesterone, testosterone, and estradiol methyl are confirmed and
quantitated using GC—MS selected ion monitoring mode. The detection limit is 0.005 ppm in sample and
recoveries from beef fortified at 0.1 ppm : progesterone,102% (RSD 6.5%), testosterone, 97% (RSD2.1%),

estradiol, 102% (RSD8.6%) .
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WHLTD, kf, BKOTHMF P LEKERO T
HM{#i% g5 &, gy gk & v gharrh
BRI ABO I BEARDOEF LTS THMF Pzt~
kKo THMABP» 2L, HBEHE» b ORMERD
BHERKRENEELDND.

Kby ItARELENMT DY, FRRTHIZ
WIe FE T T AT LR R, BRAERT MBI L kB O &

3)

~201 (1983)

& & XK

1) SRR - SRR RERE R v X —4F4, 10, 66
~72, (1992)
2)  BOREEEE : SRk & MY E A X RIS
R &%, P.73 (1985)

FHESR kiR E YA A X UEERE, P.200

RRICEHLET

4) Hiba M.Shukairy et al:Water Research, 26(9)
P.1217~1227 (992)

1 FAEETLBESKEORERR
soamm | % ok % | wmwmn | saswn |GEE woxow | KIEEE
Mok A B |5.208.2511.245.20 | 8.25 |11.24[ 5.20  8.25 [11.24| 8.25 |5.20|8.25|11.245.20|8.25 |11.24
A& R(CC) |15.3|24.7|8.5 |15.5/24.6| 8.4 15.5/25.1| 8.5 | 26.5 [15.5(24.7| 8.5 |12.1|21.0| 13.0
w om0 |5 |- || -|-|-|-1-|-|-1-1-1|-|-
mEl#g/| — | — | - |15]07]09]12]03 /06| 0 |[1.8|17[12|15]04]0.9
pH 6.5(7.1(6.7(6.5]7.0]6.7|66|71|67| 7.0 |6.6|7.0|67[67]|7.0]6.9
KMy O MBE | 11 | 13 | 3.8 |2.3(3.6|08]2.0|3.4|06| 1.8 |19]2.1]05|20]2.4]07
EEEAR  pplus|ta| - |- |~ |~ |- |- = |- |-|-|-|-|~-
®2 FARENILUESEKEOSKIBEORMTHMELUTHMFP (58) (wg/L)
BHOTHM 1 B0 THMF P 7 B#0 THMF P
FUNE A% | CHCLy | CHBECI |CHBroCll TTHM | CHCL, | CHBrCl|CHBr.Cl| TTHM | CHCl, |CHBrCl |CHBr.Cl TTHM
# s | o o o o 54 70| 07| 62| 18| 13| 08| 146
vE b 85| 81| o7| 12 33| 78| 13| 42| 65| 11| 14| 77
msEmMO | 14| 60| 11| 21| 36| 85| 15| 46| 74| 12| 1.6 88
w s | 16| 60| 11| 2| 36| 85| 15| 46| 65| 10 15| 7
woicksiEmE | 22| 72| 11| 30| 40| 80| 11| 49| 74| 91| 12| 84
Ol :50ug/mlEM  HE:20C pH:7.0
w ok | 16| 60| 11| 23| 27| 9.0| 14| 37| 46| 12| 2.0] 60
ClL : FpE§ BEE:2C pH:T.0



23 FWENUE2KBOEKIBEOEETHMBELUTHMFP (8R) (wg/L)
BEEOTHM 1 B#%OTHMFP 7 Q%D THMF P
NUm A& | CHCL, | CHBrCl {CHBroCl| TTHM | CHCls |CHBrCl [CHBr.Cl| TTHM | CHCls | CHBrCl [CHBrClj TTHM
# Kk 3 0 0 0 0 84 13 1.2 98| 143 171 1.3 161
oWt R 14| 6.0 1.4 21 52 13| 2.2 62 85 14| 2.4 101
=t bl bitan] | 22| 9.5| 1.8 33 57 13 2.1 72 97 15| 2.4 114
EHEREHD 33| 4.0] <0.1 37 43| 6.4| 0.5 50 521 87| 0.7 61
w4k M 28| 7.8 1.2 37| 54 12| 2.2 68 80 13| 2.5 96
fa kAR 48 13 2.0 63 61 13 1.8 76 87 4] 2.2 103
Cl.:50pg/mlyEin HBE:20C pH:7.0
B ok it 280 7.8 1.2 37 39 13| 2.4 54 44 14| 2.6 61
Cl. : ime¢ HE:20C pH:7.0
£4 AEEIUESEKIBEORKITEEORBETHMEBLXUTHMFP (118) (ug/L)
B o THM 1H#%OTHMFP 7H%OTHMFP
MU EAXY | CHCly | CHBrCl{CHBr,Cl{ TTHM | CHCl. |CHBrCl|CHBr.Cl{ TTHM | CHCl, |CHBrCl |CHBr.Cl) TTHM
% &K H* 0 0 0 0 33| 6.8| 0.9 41 72 11 1.2 84
by 2.20 1.6 0.6| 4.4 17| 6.01 2.0 25 40 6.4 2.2 49
Aol A it D 3.2| 2.5{ 1.0| 6.8 18| 6.5| 2.0 26 40| 6.4] 2.2 49
# ki 4.0 3.0| 1.0 8.0 19 7.0{ 2.1 28 42| 9.4| 2.4 54
kAR A 13 7.8 2.2 23 2| 9.5 2.2 34 44 10 2.7 57
Cl: :50pg/mlEmm EE:20C pH:7.0
#w kb 4.0 3.0| 1.0| 8.0 13] 7.5 2.3 23 22 12 1.7 36
Cl; : g R 20C pH:7.0
%5 HEHRUSKBORERR
5 - S 3 My 3 E‘ﬁ?i’f“?kfé
ﬁ?ki%ﬁﬁ % 7k ﬂ' ﬂ:zﬁé&{mtﬂlﬂ 51@(&&“3 EB 7}< (tL‘ ﬁi#ﬁ@%?’(%
Ak AH 5.920 | 8.25 |11.24| 5.20 | 8.25 |11.24| 5.20 | 8.25 {11.24| 5.20 | 8.25 {11.24 5.20 | 8.25 | 11.24
7k #B(C) 15.2125.4 | 8.2 | 15.6 | 24.7| 8.8 | 15.0| 24.2 | 8.8 | 16.0]24.9| 9.0 | 13.2|24.1| 9.8
i B 30 8 3 e e I e I BT B —
BEE#Ew/D| - | - | - | -t -] -} -] -] = |13{12]|18]0.7]|08]) 0.8
pH 6817569/ 70|75168|70|73|70|69]|7.2(69]|6.9]|7.4]70
KM‘Zm‘g/‘fﬁ%E% 82166139 25|36|34|17]1.8/13|12]17]06]13]11]0.3
WHRERE _ - _ . _ - _ - _ - _ —
tog/ 1) 2.2 11015




WIRERBEREE VX - F115 1993 —71—
$£6 BAERHERLEKBOSKIREOBKTHMELUTHMFP (5/) (wg/L)
BEoOoTHM 1 H#OTHMF P 7H#DOTHMFP
RUEAZY | CHCL, | CHBrC1 [CHBr,Cl| TTHM | CHCls |CHBrCl|CHBr.Cl| TTHM | CHCls |CHBrCl|CHBr.Cl| TTHM
- S 0 0 0 0 9| 6.6 0.6 46 88| 8.91 0.7 98
Mo H A 0 0 0 0 16| 4.1| 0.6 21 29| 63| 0.7 36
Bl AiEMH D 0 0 0 0 11| 3.3| 0.8 15 14| 4.8| 0.9 20
Bk oy 121 14| L.1| 3.7 11 47| 2.7 18 15| 5.5| 2.8 23
wokoRuseaAsE | 3.4| 3.6 2.4 9.4 9.8 53! 2.7 18 13] 5.9| 2.8 22
Cl, : 50 pg/mliEiN {88 : 20°C pH:7.0
B s | 38.4) 3.6| 24| 94| 6.0] 52, 3.8 15 10| 75| 4.2 22
Cl: : M3 BE200C pH:7.0
7 HERERUEKEORKIEGOBBTHMEBIUYTHMFP (8A) (eg/L)
BEoOoTHM 1 %O THMF P 7 A#%DOTHMF P
U A& | CHCls | CHBrCl [CHBr,Cl| TTHM { CHCls |CHBrCl{CHBr.Cl| TTHM | CHCls | CHBrCl|CHBr.Cl| TTHM
% Kk FHF 0 0 0 0 42| 96| 1.1 53 84 14| 1.4 99
by A | 0 0 0 0 291 7.2 0.9 37 51 1| 1.2 63
Al AN 0 0 0 0 16| 5.3 0.9 22 32| 87| 1.3 42
mok | 81| 4.2| 2.4 9.7 18} 9.3| 4.8 32 32 10| 4.5 46
WokARAE | 9.0 83| 5.0 22 21 10| 4.8 36 44 12| 4.3 60
Cl; : 50 pg/mlgEmm BE : 20C pH:7.0
B sk M| 3.1 4.2 24| 9.7 13 10| 5.2 28 15 13| 5.5 34
Cl, : ey BE:20C pH:T.0
#8 HEMARLSKENRKIESOBRTHMBEUTHMFP (115 « PACEREM) (he/L)
BB o THM 1 %D THMF P 7 A#%DOTHMF P
FYs2 A& | CHCls | CHBrCl |CHBr,Cl| TTHM | CHCls |CHBrCl|CHBr.Cl, TTHM | CHCls |CHBrCl |CHBr.Cl| TTHM
# k3 0 0 0 0 32| 57 0.8 38 87 1] 1.1 99
D 0 0 0 0 31| 6.3 0.8 38 62| 8.8| 1.0 72
pbupoPlibitasg | 0 0 0 0 17| 4.5, 0.8 22 34| 7.6 1.1 43
B« M| 2.2 2.0| 14| 5.6 14| 5.8] 2.5 22 35| 8.4f 3.4 47
farkkumeekRE | 4.7 4.4 3.3 12 12| 5.8| 3.6 21 27| 9.1| 3.4 40
Cl.:50pg/ml@Em #BE:20C pH:7.0
B sk #| 2.2) 22| 14| 5.6 11} 25| 3.3 17 22 12| 5.5 40
Cl: : fmE§ EE:20C pH:7.0
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2. RB KA E

2.1 ERRLCHEBREEE
BB BIFDINODREIRARERRILY BT
MEEE (Mode1-232) AW, REBEBOWEEIEIN

* REWRHEREEEVF—

OB EDTS TV Iy PV FRIBICE »TAEL
BYTIVIEMESRRERT L >THRET I VWDYD
BRETHSB. ELNOZBY HVEIY I ABRT
BIELNO: : LTR#IZMUET S,
HIE I ERTARIERCBRIEFIZETORY TH S,
WU 20L iz A7 7 = vi#100 g, ERER1000m,
N=1F+7FAF LV T7IV_HEE]
g&E&t (FAYT U RE),
EkR T 1 Ldiciier HYBh Y v h25g, WiER25
gERL,
LUTRERAbHI I, ThE100% &35 %
BETERT,
2.1 BREHIORTEHRE
EbH % 5, 30, 40°C, EiE (18°C) D 4 &4 T, 300ml
/R THEEBREL, BETS KMn O.0BREHEL
o

KMn O DEERX, ¥z VEINE, Ei3aitE
2 (395 nmikk) k- TERLE.

2.3 EREHIBE LB OMRBRER
RENZEZROBWEONOLZRETIZ LIERTH
B, YErF—iETIEBROBBEST B
ROKKERE L LT, UTOHFETRILH GA~r N
VEER Y T AR OFRLHEREMG L.
BEHIEHZORBERY AR DICE 1 oRiciRbY v
(1BB) 2Ficicodnz, BEOBILY Y (28
B) T 1 BRETRIELENR» >N OZEERILT
5X51Th, oTHPHERONO M (1BBER
eFERBOMEME) 1F, EREORKKFIONO.+NO
ThHy, NOM (2 BE#HLALERBOMER) X 18
HOBENO LEL b, TOMEELLELTRIENEH
H¥5.

®iz, 1BREOBIHIZ LY SBBAKEELEMAT
BeYHYBRAY AN HREETBERRICE
Bt Ulc, ¥z 2 BRERRILAIOBIENIBET TS
e nksiz, 1E/EOEETHREES LOEBIEHZ
FEALE.
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7P, EERRFOEBIRIOEY TH D,

£1 ANUEEBERAVERBRESEOHEEEF
ER{ERIOBRE B 5 W E#
EBRES # M@ TBEl 2B |0 E & &
| |7 mee] 10 %
8 /20%T| 37.5% JeBrbud | LB 1200m1/5
8 /250 b 16.5% 1A | FRERER 1565
T |8 /30%| 11.80%| ¥ LVt B30l
8
o |8/3mb| 8.0%
9/8%T| 7.6%
v |9/ume|  0.2%
9./20%T| 0.1%

—73—
A D= = i
o &
g
18 H
BiLA ()
1 EHREcHBERRNER

) EREKASI~NViZBITS 1 RERILHORERETS =

vlE .

I RRRUER
3.1

KMn O SBREORERFY

N O J& Bz H3500pph T30 H [lilkE L L IRE L IBAT
3, NODEB/LizHE SN 3KMn 03345 E#0.02
gBETHY, HRSNBBILHSE g LEENEHRTED
BTHB, #-T, BILHOETROXDORIZKETIX
HEBBET TOAESMRIZ LD DORITE2EXNIERN,

2MnO7; +2H* % 2MnO, +H,0+3(0)+++oreeeo @

CORIEEMn OBEICHT 5 1 RRIEEIKEL,
MnODO#EEZx LT3,

dx_

dt

_x0—x1__
t0—t1l

kx

B Zhid,

LRy, RPTREEERBRkRBLNADZ LIRS,
BEBETTOKMn O.0OBFR (X1) &k, @

RIZHENEFNENOSEE Rk 2kl (F2).
—%, RISEEREOME (1 n(k)) LRED

#% (1,/T) toflicik, @A (ArrheniusDO=R) »

£2 FEECBITIBEAOREL

R BiEH (YY) 1BEZEMLEbO

b, EEERELNDZ LTS,
- . _Es
k=a-exp ( RT)

TLDOREETRS &,

_r_Ea,
In(k)=A R

Ligs,

ZZT E.a: Btz ¥—
R : HRAEHK
A EERT

BRNERIZ X » THIE 2 OB EIREE R k.ot
BriatBET CK) 0@ eomREzR2 (HBED T
RUED, ) TRIFREREREED bh, OR05
BEEISB= Y H B T ADRBERZ LRORETH
HLRETIENTES,

A ER BRI RECERRTHEIZERLE
BRI D BAE & 8 B E0» bR fe 73 i (R & 1
RINO &R, RIEEE,BROEFHRELRIICRL
fro ZTHHDF—& %2 LitOMTRLERE, BERE
BCHi-ER EICAR L.

1
AR BRI @

B RALFHEE (%) H OB | SRR | EREOME
. _ K e L n(K)
°C) X0 X1 tl1—tO (1,/°K)
& OB OE 5 22 21 14 0.00325 0.00360 -5.7300
£ B = 18 22 15 14 0.02273 0.00344 -3.7841
fa & 30 25 12 13 0.04000 0.00330 -3.2188
fH OB O 40 25 1 13 0.07385 0.00319 -2.6057




#£2 KEECHTIREHOREY

B B LA (%) H % SRR | MR 0N L n(K)
(°C) X0 X1 t1—t0 k (1/°K)
18.0 21.4 15.5 14 0.01969 0.00344 -3.9274
18.0 21.4 10.5 29 0.01756 0.00344 ~4,0419
17.5 21.4 16.7 13 0.01689 0.00344 -4.0807
16.0 21.4 12.0 35 0.01255 0.00346 -4.3780
ERI Ry 16.0 21.4 16.7 14 0.01569 0.00346 -4,1548
15.5 21.4 13.2 29 0.01321 0.00347 -4,3265
16.5 21.4 17.1 13 0.01546 0.00345 -4.1697
16.0 21.4 13.7 27 0.01333 0.00346 ~-4.3180
17.0 21.4 15.2 14 0.02069 0.00345 -3.8778
20.5 21.4 15.6 14 0.01936 0.00341 -3.9445
19.0 21.4 11.1 29 0.01660 0.00342 -4.0985
19.0 21.4 16.7 13 0.01689 0.00342 -4.0807
16.0 21.4 12.8 35 0.01148 0.00346 -4.4669
¥ H OB 16.0 21.4 17.3 14 0.01368 0.00346 -4.2914
16.0 21.4 13.5 29 0.01273 0.00346 -4.3638
16.5 21.4 17.8 13 0.01294 0.00345 ~-4,3474
16.0 21.4 13.3 27 0.01402 0.00346 -4.2673
18.0 21.4 16.0 14 0.01802 0.00344 -4.0160
Ink
-1
o] W ERERT—F
O: RENERT—F
;\\\\
-3
I\\<1
o
- \
n
-5 \
- v Y T T T T T |J
2.003 e.ae32 8.0a34 0.0026 2.082¢ .94
2 BYUHUBHUILARREEOTLYYRTAY b A 14k

k:RISEERK [1./day]

—%, SEORRTHEFER (K2) OHFE Ly
Fris b EROBESETORIGEERE k 2RDD
TEATE, ShickPRENL, ERRFHBEROR
{EHDBEEHEET DI LM TE D,

1.2 BRLFIREEDHE

%1 0OEBRRS [ 0BT, BIAHIEREOEFENEE
L LR oleied, FEHAT S B TFHREEZS
BRI BOF —& E i #E Lz,

ERBEIIHEENOBIBEMHETERRM ORI L
»h, BACHIOBREIALE L ILARDRER L, £
T, MALHIRBRFTOKERIERENC XD RHEL

SO BICBT D ERIERRELBE LIS, B
30X S5 KEMULBILKF ¥ A—DHFRE (K&
LEEMOER) LB IBO HEEESERAR L
—F LIk, SEARIROBEEEEZIELTVARNE
OHFEHEEL Lz,

3.3 EMbHOBELBIES

K42 as 1By 3RitaiEE (ZEHRIERO
B (t) 2HER), BILABEOHEMETNORE
AT Ui, Bi&H (7H20H) OBLAIRER, HE
f#39.2% Iz % LERAMEIZ3T7.5% & B —&K LT

e ERES I OBHR, NOBHFRIINI0%E—E
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BRILRIMREE © 2.5W,/ V%I~ Y H VA ) 7 AEHE100% & 5% fExHRE
NO®fHR : (2EBNEM) + (1BREAZME) X100%

ThY, ZOMOBRIEAITATHoTLELZOND,

® 5% ERESIPONETORREREAD TR
ALFIBEE L N O DBRIFH & OBIRER Lic ks, BALHINR
BEAKIO0% U TIZ 2D L, BERNEEMEDLI0%? B
HAITE L2y, BILFIRERI0%AEREIZENIT
2723 LB RICBLIAME T LBRFRBE<RDZ L
BB,

kD 2 b, #E, RERERLAALVTRILAAN
453 L EZ DN DBALFIO BRI A 40% & Ui,

RAERIEIE 6 ITBADOEETTHRLLLZORIL
FIBE OELER LI,

L F & B

N O X3z iF 2BLHOFRRIEE, BALHIE
BIZ 1RO CHBRISTRISEEREEZRDD Z
Lizky, EERORE, FRERMIZBIT5BIEH O
WEETFHATIZLNTESD,
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& B [day]

H6 MeDREILHHTHBRIEFDOFHETH
BRALAIIRE | 2.5W./ V%@~ Bl ) O AEEE100% & 55 fHNHRIE

(2) EREAIBEEAS40%LL £ (HRAHBRE) ThhuE, -+ @D ERRAFHEERE LY X —RUOGR) AAERR
DRBIEhERET 5. EOERICERNNELET,

(3) BLAZEBAOTRATE LR 5T,
6. £ & X M

5, # B
1) TBREAKERES~ =27V (HFTH)] P50,
KHARIECA RO TRER L ARE I THATHW (1986), BBIFRKBRER
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£4 BEH (KMnO.) BELRE - KEAKRORME

e % 7 B 10 B 14 H 18 H 218 25 H 28 H 30 B
5 °C 96.6 95.1 93.2 91.4 90.0 88.2 86.9 86.1
10 °C 94.5 92.3 89.4 86.6 84.5 81.8 79.9 78.6
15 °C 91.5 88.1 83.8 79.7 76.7 72.9 70.2 68.5
20 °C 87.2 82.2 76.0 70.3 66.3 61.3 57.8 55.6
25 °C 81.1 74.1 65.8 58.3 53.3 47.3 43.2 40.7
30 °C 72.9 63.7 53.2 44.4 38.8 32.4 28.3 25.8
33 °C 62.5 51.1 39.1 29.9 24.4 18.7 15.3 13.3
40 °C 50.1 37.3 25.1 16.9 12.6 8.5 6.3 5.2
45 C 36.7 23.9 13.5 7.6 5.0 2.8 1.8 1.4
50 C 23.8 12.8 5.7 2.5 1.3 0.6 0.3 0.2

BAFEE L IBE (2.5%) %100% & L i RE TR L.



