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Simultaneous Determination of Residual Pesticides

in Agricultural Products by Clean-up using

Mini-Cartridge Column

Sadao WATANABE

Synopsis

A method for rapid and simultaneous determination of 31 organophosphorus, 38 organonitrogen and 22

organochlorine (including pyrethroid) pesticides was developed by FPD-GC, FTD-GC and ECD-GC, respectively.

The pesticides were extracted from the sample with acetone, and re-extracted into the mixture of mhexane: ethyl

acetate (4:1). Organophosphorus pesticides in the extract were directly determined without a clean-up. On the

other hand, a part of the extract was cleaned up with Sep-Pak Florisil cartridge and used for the determination

of organonitrogen and organochlorine pesticides. Almost all of the pesticides were recovered from fortified apple,

mandarin orange, asparagus, potato and cucumber by the proposed method, but only a few pesticides were not

sufficiently recovered. This method was suitable for except several pesticides tested. These pesticides recovered in

the test solution could be identified simultaneously by GC/MS (SIM).

Key Wards : simultaneous determination, pesticides, Sep-pak Florisil cartidge, agricultural products
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Sample 20g
acetone 100 mL, 50 mL
homogenize {3 min)
centrifuge 6,000 rpm. for 5 min
Supernatant
evaporate
Residue
— 10% NaCl solution 200 mL
[— ethyl acetate/n-hexane (1:4) 100mL, 50mL

shake {5 min)

Aq. layer

Org. layer

dehydrate with 10g anh. Na:SO.
Filtrate discard
evaporzle to dryness

— acetone 5 ml

2 mL I
1 mL I I 1 mL
Florisil mini cartridge Florisil mini cartridge
F1: n-hexane/acetone F1: n-hexane/ethyl ether
(17:3) 10mL (17:3) 18mL
F2: n-hexanc/acetone F2: n-hexane/acelone
(ll:l) 10mL (17:3) 15mL
Elute Elute
Organophosphous Organonitrogen Organochlorine *Pyrethroid
{31 kinds) (38 kinds) (22 kinds)
(FPD-GC) (FTD-GC) (ECD-GC)
Scheme 1 Simultancous analytical method of residual pesticides in agricullural products
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Table 1 Retention time (Rt) and monitor ion used for determination of pesticides by GC/MS(SIM)

Pesticide Rt{min)  Monitor ion  Group Pesticide Rt(min) Monitor ton Group
(m/z) (m/z)
Aldicarb 7.10 68 1 Butamifos 20.37 286 8
DDVP 8.30 109 1 Hexaconazole 20.38 83 8
Bendiocarb 8.55 151 1 Flutolanil 20.52 173 8
EPTC 9.33 128 1 Prothiofos 20.58 309 8
Ethiofencarb 9.53 107 1 Dieldrin 20.80 263 8
Oxamyl 10.85 162 1 p.p’-DDE 20.83 246 8
[soprocarb 10.92 121 1 Pretilachlor 20.88 238 8
Ethoprophos 11.83 158 1 Myclobutanil 21.13 179 9
Chlorpropham 12.03 127 2 0.p'-DDD 21.15 235 9
a-BHC 12.70 183 2 Flusilazole 21.32 233 9
Thiometon 12.85 88 2 Cyproconazole 21.67 222 9
Dimethoate 13.00 87 2 B8 ~Endosulfan 21.98 239 9 ____
B-BHC 13.40 219 2 Fensulfothion 22.28 292 10
é -BHC 13.58 219 2 p.p’-DDD 22.50 235 10
Terbufos 13.75 231 2 p.p’-DDT 22.62 235 10
Diazinon 14.10 179 2 o.p’-DDT 22.63 235 10
vy -BHC 14.23 219 2 Ethion 22.80 231 10
Ethylthiomethon 14.23 88 2 Mepronil 23.12 269 11
Pirimicarb 14.87 166 3 Edifenphos 23.68 173 11
Metribuzin 15.30 198 3 Endosulfansulfate 23.72 386 11
Chlorpyrifos-methyl 15.55 288 3 Lenacil 23.80 153 11
Parathion-methyl 15.55 263 3 Propiconazole-1 23.90 259 11
Tolclofos-methyl 15.70 265 3 Propiconazole-2 24.17 259 11
Heptachlor 15.82 272 3 Thenylchor 24.58 i27 11
Alachlor 15.83 188 3 Diflufenican 25.02 266 12
Fenitrothion 16.50 277 4 Pyributicarb 25.73 165 12
Pirimiphos-methyl 16.62 290 4 Pryridafenthion 25.98 340 12
Esprocarb 16.65 222 4 EPN 26.17 157 12
Thiobencarb 16.88 100 4 Tebufenpyrad 26.65 333 12
Malathion 16.92 173 4 Phosalon 27.63 182 13
Diethofencarb 17.12 124 5 Mefenacet 28.07 192 13
Fenthion 17.18 278 5 Cyhalothrin-1 28.45 181 13
Dicofol 17.20 139 5 Amitraz 28.53 293 13
Chlorpyrifos 17.28 314 5 Cyhalothrin-2 28.98 181 13
Parathion 17.30 291 5 Pyracrofos 29.72 360 14
Triadimefon 17.40 208 5 Bitertanol-1 30.43 170 14
Fosthiazate-1 17.83 195 5 Bitertanol-2 30.53 170 14
Fosthiazate-2 17.92 195 5 Permethrin-1 30.60 183 14
a-CVP 18.42 269 6 Pyridaben 30.73 147 14
Heptachlor-epoxide 18.43 353 6 Permethrin-2 30.83 : 183 14
Pendimetalin 18.48 252 6 Cypermethrin-1 31.93 181 15
Pyrifenox(Z) 18.62 262 6 Cypermethrin-2 32.10 181 15
B -CVP 18.85 269 6 Cypermethrin-3 2.18 181 15
Quinalphos 18.92 146 6 Cypermethrin-4 32.23 181 15
Phenthoate 18.93 274 6 Flucythrinate-1 32.25 199 15
Triadimenol 18.95 112 6 Flucythrinate-2 32.55 199 15
Chinomethionate 19.20 234 7 Fluvalinate-1 33.55 250 15
Methidathion 19.38 145 7 Fluvalinate-2 33.73 250 15
Paclobtrazol 19.60 236 7 Difenoconazole-1 33.93 323 15
Pyrifenox(E) 19.62 171 7 Difenoconazole-2 34.05 323 15
a -Endosulfan 19.78 239 7 Deltamethrin-1 34.12 181 15
Deltamethrin-2 34.52 181 15
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Table 2 Retention time (Rt) of 31 organophosphorus, 38 organo‘nitrogen and 22 organochlorine
(including pyrethroid) pesticides obtained by capillary gas chromatography (GC)

Organophosphorus Organonitrogen Organocchroline

N o Pesticide Ri(min) No_ Pesticide Ret(min) No_ Pesticide Rtlmin)
1 DDVP 8.64 1 Aldicarb 4.56 1 a ~-BHC 7.20
2 Ethoprophos 12.51 2 Oxamyl 5.13 2 8 -BHC 7.60
3 Thiometon 13.75 .3 EPTC 9.99 3 y -BHC 7.72
4 Dimethoate 14.04 4 Isoprocarb 11.81 4 8§ -BHC 8.11
5 Terbufos 14.61 5 Chlorpropham 13.29 5 Heptachlor 9.06
6 Diezinon 14.98 6 Bendiocarb 13.60 6 Dicofol 9.79
7 Ethylthiometon 15.158 7 Pirimicarb 16.62 7 Dieldrin 10.00
8 Chlorpyrifos-methyl 16.64 8 Ethiofencarb 16.66 8 Heptechlor-epoxide 10.74
9 Parathion-methyl 16.70 9 Metribuzin 17.13 9 a ~Endosulfsn 11.65
10 Tolclofos-methy! 16.80 10  Alechlor 17.73 10 p.p'-DDE 12.34
11 Fenitrothion 17.69 Il  Esprocerb 18.59 11 o,p'-DDD 12.57
12 Pyrimiphos-methy! 17.69 12 Thiobencarb 18.85 12 B8 -Eandosulfen 13.20
13 M alathion 18.05 13 Diethofencarb 19.08 13 pp'-DDD 13.54
14 Fenthion 18.39 14 Triadimefon 19.42 14 o.p’'-DDT 13.63
15 Chlorpyrifos 18.43 15 Pendimetelin 20.57 15 Endosulfansulfate 14.61
16 Parathion 18.53 16 Pyrifenox(Z) 20.72 16 pp'-DDT 14.83
17-1 Fosthizzaie-] 19.13 17 Triedimenol! 21.09 17-1 Cyhalothrin-1 20.57
17-2 Fosthizzate-2 19.22 18 Chinomethionate 21.44 17-2 Cyhalothrin-2 21.20
18 a -CVP 19.63 19 Pyrifeaox(E) 21.79 18-1 Permethrin-1 23.08
19 g -CVP 20.09 20 Paclobutrazol 21.81 18-2 Permethrin-2 23.46
20 Phenthoete 20.19 21 Hexaconsazole 22.64 19-1 Cypermethrin-1 25.55
21 Quinzalphos 20.19 22 Flutoluenil 22.72 19-2 Cypermethrin-2 25.83
22 Methidathion 20.75 23  Pretilachlor 23.09 19-3 Cypermethrin-3 25.99
23 Butamifos 21.69 24 Myclobutanil 23.39 19-4 Cypermethrin-4 26.10
2 Prothiofos 21.90 25 Flusilazole 23.56 20-1 Flucythrinate-1 26.16
25 Fensulfothion 23.85 26 Cyproconazole 23.99 20-2 Flucythrinate-2 26.66
26 Ethion 24.14 27 Mepronil 25.44 21-1 Fluvalinate-1 28.26
27 Edifenphos 25.19 28-1Propiconzzole-1 26.24 21-2 Fluvelinate-2 28.44
28 Pyridaphenthion 27.53 29 Lenacil 26.26 22-1 Deltemethrin-1 28.87
2 EPN 27.77 28-2 Propiconzzole-2 26.51 22-2 Deltamethrin-2 29.33

30 Phoseion 29.50 30 Thenyichlor 26.97

31 Pyrzcrofos 31.22 31 Diflufenican 27.38

32 Pyributicerd 28.12

33 Tebufenpyrad 29.41

34 Mefenecet 30.77

35 Amitraz 30.97

36-1Bitertanoi-1 32.10

36-2Bitertanoi-2 32.27

37 Pyridaben 32.41

38-1Difenoconzazole-1 36.49

38-2 Difenoconzzole-2 36.65

No.17 (organophosphorus}, No.28, 36 and 38 (orgasnonitrogen), No.17, 18, 20, 21and 22(organochlorine)
: mixture of two isomers
No.19: mixture of four isomers
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Table 3 Recoveries of organophosphorus pesticides spiked to 5 agricultural products

No  Pesticide Recovery (%)
Mandarin orange  Apple Asparagus Potato Cucumber (n=3)
(n=1) (n=1) (n=1) (n=1) Average* SD
1 DDVP 103.7 110.6 105.3 81.8 102.6+2.8
2 Ethoprophos 99.6 98.4 96.2 85.1 93.8+ 3.5
3 Thiometon 82.7 55.4 22.4 63 51.3%13.0
4 Dimethoate 24.4 23.8 26.8 23.6 26.8+2.7
5 Terbufos 83.7 77.4 77.9 86.7 88.8+ 3.9
6 Diazinon 98.2 95.7 98 90.5 97.8x 4.6
7 Ethylthiometon 79.5 57.1 18.3 59.9 50.5*11.5
8 Chlorpyrifos—methyl 102.5 95.4 97.1 90.4 98.3+3.1
9 Parathion—-methyl 92.8 91.6 106.1 102.5 109.7%+3.6
10 Tolclofos—methyl 98.6 92.7 92.1 86.2 93.7%x2.5
11 Fenitrothion 108.4 96.4 94.9 89.4 99+ 4.9
12 Pyrimiphos-methyl 84 85.9 94.5 97.2 99.1+3.2
13 Malathion 99.3 91.7 76.3 78.5 98+ 3.9
14 Fenthion 98.8 85.6 67.8 67.5 83.81+4.5
15 Chlorpyrifos 82.8 87.6 92.5 98.8 99,7+ 2.7
16 Parathion 95.5 85.2 82 82.6 92.8+3.0
17 Fosthiazate 80.1 87.5 83.7 93.7 97.2+0.4
18 a-CVP 78.9 89.1 90.9 107 101.1+1.1
19 8 -CVP 81.4 91.4 92.3 102.4 99.6+1.2
2 Phenthoate 109.2 91.6 92.6 91.9 97.7x4.3
21 Quinalphos 79.2 85.2 86.1 93.8 98+2.2
22 Methidathion 123.5 105.2 103.2 104.1 105.9+6.8
23 Butamifos 80.5 84.5 100.6 105.5 97+ 0.7
24 Prothiofos 102.7 83.2 87.9 88.2 96.1+ 2.2
25 Fensulfothion 126.1 115.2 114.8 113.1 107.2+4.4
26 Ethion 80.4 88.3 89.3 96.8 97.9x1.0
27 Edifenphos 112.4 138.6 73 70.4 123.3+1.9
28 Pyridaphenthion 83.9 85.6 90.1 99.7 98.2+2.3
29 EPN 111.6 93.7 87.8 98.3 964 3.5
30 Phosalon 145.5 115.4 103.7 99.5 106.6+5.2
31 Pyracrofos 99.7 96.6 118.3 121.2 105.9+ 3.2
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Table 4 Recoveries of organonitrogen pesticides spiked to 5 agricultural products
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No  Pesticide Recovery (%)
Mandarin orange Apple Asparagus Potato Cucumber (n=3)
(n=1) (n=1) (n=1) (n=1) Average = SD.
1 Aldicarb 53.7 34.2 52.8 64.0 47.4£5.4
2 Oxamyl 0.0 0.0 0.0 0.0 0.0
3 EPTC 114.8 59.7 164.3 113.8 122.1+36.1
4 Isoprocarb 66.4 69.2 73.4 61.7 90.5+9.0
5 Chlorpropham 148.3 151.7 125.0 102.3 - 118.7%x17.0
6 Bendiocarb 93.8 102.9 113.6 115.9 113.8+16.3
7 Pirimicarb 28.9 57.8 104.3 125.3 81.6+5.7
8 Ethiofencarb 76.5 0.0 0.0 51.2 7.0x12
9 Meltribuzin 50.2 82.6 85.7 76.3 88.8+12.2
10 Alachlor 119.5 112.9 131.5 144.1 130.7+15.9
11 Esprocarb 92.3 99.0 103.2 94.6 99.2+7.3
12 Thiobencarb 90.2 91.6 89.5 110.3 95.9+9.7
13 Diethofencarb 106.0 104.8 133.1 101.6 102.5£16.7
14 Triadimefon 88.6 86.9 103.2 93.1 95.6+4.2
15 Pendimetalin 79.4 80.3 79.1 99.7 83.3+3.8
16  Pyrifenox(Z) 82.1 78.2 105.3 94.7 86.4+2.5
17 Triadimenol 66.2 74.1 68.7 99.7 91.6+1.2
18 Chinomethionate 97.8 111.8 65.2 88.9 99.6+2.8
19  Pyrifenox(E) 89.4 89.7 114.8 102.4 93.5+11.]
20 Paclobutrazol 68.6 76.6 69.3 104.2 88.3+4.1
21 Hexaconazole 63.6 71.8 68.0 102.5 87.9+4.3
22 Flutolanil 82.5 85.4 132.6 102.8 92.0*+6.0
23 Pretilachlor 78.4 81.9 79.4 106.4 85.2+2.6
24 Myclobutanil 88.1 77.1 100.6 90.5 94.1+t144
25 Flusilazole 67.3 68.8 65.4 102.8 91.5x4.4
26 Cyproconazole 64.2 66.9 64.5 87.5 87.7+4.6
27 Mepronil 88.0 109.7 134.6 128.3 116.6+24.8
28 Propiconazole 75.3 68.8 99.4 110.9 86.6+10.6
29 Lenacil 53.5 56.7 59.0 112.8 90.8x£8.5
30 Thenylchlor 74.7 74.7 72.5 115.8 77.7%x2.5
31 Diflufenican 91.2 107.9 100.1 100.6 109.0+14.3
32 Pyributhicarb 86.5 98.4 95.9 92.7 133.8+37.9
33 Tebufenpyrad 84.0 103.3 99.1 97.6. 99.6*6.5
34 Mefenacet 93.2 86.9 118.9 116.0 98.9+1.4
35 Amitraz 0.0 0.0 0.0 10.4 0.0
36 Bitertanol 91.3 85.1 122.9 72.3 85.9*+6.3
37 Pyridaben 70.8 70.5 73.2 106.4 85.0%+1.3
38 Difenoconazole 85.6 79.0 106.6 91.6 95.8+10.4
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Table 5 Recoveries of organochlorine pesticides spiked to 5 agricultural products

No Pesticide Recovery (%)
Mandarin orange  Apple  Asparagus Potato Cucumber (n=3)
(n=1) (n=1) (n=1) (n=1) Average*SD
1 a-BHC 99.0 88.5 107.2 63.0 91*0.6
2 B -BHC 102.9 86.2 106.4 89.7 90.4*+ 1.1
3 vy -BHC 94.3 82.9 101.6 70.4 87.3x 1.0
4 6 -BHC 91.9 80.3 101.3 80.5 93+3.5
5 Heptachlor 90.5 78.8 91.6 85.9 89.1+4.6
6 Dicofol 91.3 81.0 90.9 70.1 80.7% 1.0
7 Dieldrin 93.3 102.4 128.5 100.6 97.3+8.4
8 Heptachior-epoxide 90.6 74.5 88.7 80.0 88+ 8.5
9 a -Endosulfan 89.6 73.8 89.2 80.6 92.5+ 8.7
10 p.p -DDE 91.4 80.0 107.7 83.2 93.4%+ 1.4
11 o,p'-DDD 102.8 101.6 136.5 88.5 106.3+2.7
12 B -Endosulfan 73.9 72.3 89.1 84.0 76.5t£4.6
13 p,p -DDD 94.6 89.4 114.8 80.8 96.4+ 2.0
14 o,p-DDT 87.6 85.5 102.7 91.1 85.2+2.8
15 Endosulfansulfate 77.0 76.5 90.4 88.3 100+ 8.3
16 p,p -DDT 86.0 80.3 103.0 100.6 87.5%1.6
17 Cyhalothrin 82.6 88.6 107.8 82.1 99.2+ 2.3
18 Permethrin 92.5 90.9 110.6 85.7 94.0+x 2.4
19 Cypermethrin 109.5 92.4 118.4 87.0 101.0x2.3
20 Flucythrinate 83.7 89.2 101.0 82.2 100.9*+13.4
21 Fluvalinate 96.1 87.6 99.4 92.9 106.2x11.1
22 Deltamethrin 103.3 95.4 124.0 76.7 96.2*+17.6
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Analysis method for Pyraflufen-ethyl in Agricultural Products

Kumiko SATO. Michiko KISHI, Syuji SATOH

Synopsis
SAT, K., KISHI,M.and S.SATOH (Kanagawa Pref.P.H.Lab., Asahi-ku, Yokohama, 241-0815)

The analysis method for Pyraflufen-ethyl in agricultural products was investigated. Pyraflufen-ethyl was

extracted with acetone followed by evaporation, and sodium chloride solution was added to the residue before

extraction with n-hexane. The extract was evaporated and partitioned between acetonitrile and n-hexane. The

acetonitrile layer was evaporated and cleaned up on a Florisil column. Pyraflufen-ethyl was determined by GC

and GC/MS. Recoveries of Pyraflufen-ethyl from all samples, corns and fruits, were more than 80% ,and

Pyraflufen-ethyl was not detected in all samples.

Key Wards : pyraflufen-ethyl, herbicide, agricultural products, GC, GC/MS, Florisil
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Fig.1 Chemical structure of Pyraflufen-ethyl
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gt & (BLF GC-FTD & #&3)

HAra~ 777 - BESGHEHCLTY GCMS &g
T) HAIu~ T IT7S  ba—Lby by l—
R#d. HP-5890 SERIES II

BFRNTRHRS - BABE TR Automass 20
32 WIESM
3+ 2+ 1 GC-FTD HlE 5t

FrY T V=T L

4@ DB-17 (P£20. 25mm., £ &30m. JHE0. 25
¢ m. J & W Scientific f1#1)
%@ DB-5 (£20.25mm, £ &30m. JEEO0. 25
u m. J & W Scientific t1:54)
BT NERE
ZM0@ : 50°C (243 1FF) — (20°C 43 1) —280°C
(104347 FF)
Q@ - 50°C (253 1RFF) — (20°C /43 ) —240C
(1043 1FF) — (20°C /43 H-iR) —280°C
(105 1~FF)

HEAOEE : 220C

R IREE : 280°C

FX UT—HRA AV ATZADWEN2. 4ml /43 &
DL DI LT,

FEAE 201 (AFVU v FLR)

322 GC/MSHERME

X 7 U —H7 L DB-5 (N0, 25mm, & &30m,
JEE0. 25 1 m, J & W Scientific #54)

77 HREE - 50°C (243 REF) — (20°C 43 5-1l) —280°C

(1043 PR$%)

HEARRE - 220C

Fr VY —HRA AU TLTRAOWENL 2ml /4y &
RHEEIICHE L,
HEAR: 201 (ZFU v FLR)
3-2-3 EME-ERETIR

EME - EE TR

EVE TR (SIN=5) & & FBR(S/N=10)

R 0. 005ppm 0.01ppm

B - UM 0. 0lppm 0. 02ppm
4 REBRRE O (Fig. 2)
4 - 1 FE2 5 OHhH

HIED L 72508k20. 0g 127 & R 100ml 20N %, EE AR
EVFA VTR L%, E DR A VT
57 6000[E A THoy Ml Lol L7c, 7272 L, 3Bk sk
- GO IENH AR Z 0 DIZ N T, Bkl
7-308H10. 0g 127K20ml % h0 x 2WEfkE %, 7 & b 10
0ml Nz FEEDEIEEAT > 12, eV T RiE &2 0B, 7%
27 buboml 2z, FUEEELBEVERLE, 5
bhie7 e b EEAEDYE, T b &EE T T20ml
BEFTEELE, 2N n-~F P 2100ml L T10%
WAL N YU T AERK100m]l 2 M50 LSIEE O L
7o, no~F Y UEE SRz, KEIZ n~F P2 50ml
EMZ R E AT o 72, T U EE G,
KWEET B U 7 ATHAK L2k, n-~F Y U EBEIE T T
BEL, WIEEZ < G0HA I TORIERELTT -

Sample 20.0g Florisil column (Florisil 5g Na,SO, 5g)

| acetone 100ml, 50ml

@ diethyl-ether/n-hexane (15:85) 50ml (discard)

Extract .
| centrifuge at 6,000 £.p.m @ acetone/n-hexane (15:85) 100ml
Supernatant Eluate

evaporate (20ml)
10% NaCl solution
n-hexane 100ml, 50ml GC
n-hexane layer

dehydrate with Na,SO, anhydrite
evaporate to dryness

n-hexane 30ml*

Lower layer*

evaporate to dryness*

n-hexane 5ml

evaporate to dryness
fill up to 4ml (acetone)

-FTD,GC/MS

acetonitrile (saturated with n-hexane) 30ml X 3*

Fig.2 Analytical procedure for Pyraflufen-ethyl in agriculturaproducts
Asterisk (*) indicates the steps not necessary in case of oilless foods.
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oo TRDLEERDREMIZA~FH30ml R UA~F
Yo7 b=k U 30ml ZMMZ5SEE LIRS S
L7 72 h= U V&G LT, ~FH U RBlz~F4
Ef T2 b=k U A30ml Zh0x, [RERIC2MEEE L7
%, T h=hUVEEEDYE, WIETTTE =1V
NERBELT,

42 7Y INHT AL DR

WELSmm OB 7 LEICT7 v ) PNbg & n-~Fih v
TR T Ltk KRS T NV U Abg ZFEE S
TV ATEE L, HONTZHEMIC n-~F
Frbml 2z, 70U Ph T ACARL, =—T /L
~FH 2 (16:85) 50ml TEEHE (Z OEZITHETD) T
koo ~F 42 (15:85)100m]l TIHEH L, &5 7-M5y
OWIEERIETEEL, EEWME 7 &~ CIEfEIZ4m]
& L. GC-FTD THllZE L., GC/MS TR %17 o7,
BRERUER

1 BEDPOOHMHSEMEIZONT

1+ 1 KRBT R EE Ot
BHEBREE, AR CRBERTRICHY NS
n-~F YU LFERR T F L - no~F Y (20:80) TL0%
{EF Y o AYEE100ml (25 L CIEIXER O LR 21T
o7 (Table 1), ¥HE0ORMS BEFRBINEEED 2
ENTELN, LVBEREREGHIZENTE, EE
\CEPEMCER T 5 ICh 20 . HL% O EWE D7
WeEZzonhd n YU ERHTELE L,

-2%%&%@@%

RASEEICR T A E T 707 = = F )L OHIHIRIE A
ERT 5720 ;M%mﬁwﬁﬁ%ﬁoto%%@ﬁ_
WTILEOMETTE b= MU AVBIIEEAEBITL
Teds . FEEROREEY O R HIRFIZ 3\ TR MY % O JRIA
WCEBmw Y VAERORRERSEZER L CGREITD
LB 3EHRH & LTz,

1 - 3 MHEE4ORE

SN T 2 FAOTRY DN T AOYHIZEE)
R D 7o DI REEORG 21T > 72 (Table 2),
T UNh T AEREIIBWTE T VT 2 =T
T—T )b s n-AF Y R CIEHEd., 7B b o n-
AF PRI TIENT D 2 N bholz, EEOEREY
B CIHEHNENS R D RN SV, S BT
REEH T —T b« ~F Y1 (15:85)50ml CTiHEHE,
T Ry oo ~FH 2 (15:85) TIHHBMEERITH> Z L & L
7=
2 HAZu~w b NTTI7REFRMHITONT
2 -1 77 mEORKT

I INLNT 2 2T NEICBIT AR Y ET =0T
AmowfiﬁﬁﬁﬁIBﬂﬁ?ATiH~7W%@ﬁ
fﬁ@b>ﬁ< —V /7?‘61@175 Ko, EME

_i@ﬁT ECHINERICIIAETH -/, H
WﬁﬁDBN(ME%WD%mwte_ét—yﬁﬁ
HEMEE DICRFTH T,

Table 1 Comparison between n-hexane and ethyl acetate/n-hexane used for extraction for

recoveries of Pyraflufen-ethyl

Recovery (%) (Mean®=R.S.D , n=3)

Solvent R.S.D.:Relative standard deviation
n-hexane 99.9+8.5
Ethyl acetate/ n-hexane (20:80) 89.9+14.4

Table 2 Elution patterns of Pyraflufen-ethyl by Florisil column chromatography

Fraction No. Solvent Recovery (%) (Mean+R.S.D. , n=3)
F1 n-hexane 50ml -
F2 diethyl-ether/n-hexane (5:95) 50ml —
F3 diethyl-ether/n-hexane (15:85) 50ml —
F4 diethyl-ether/n-hexane (30:70) 50ml —
F5 acetone/n-hexane (5:95) 50ml 53.6+7.0
F6 acetone/n-hexane (15:85) 50ml 41.01+4.2
F7 acetone/n-hexane (30:70) 50ml —
F8 acetone/n-hexane (50:50) 50ml —
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XY 4 =T TNT = T F BTN RIS
% VR IRLEE 2 280°C > 5270°C, 260°C, 250°C, 240
CEFIFTWoEZ A, 240CITBVWTHE T 707
U FOVERH L, BROE—7 & ORI O 21X
0.36 THVHBIIZLAEZT RV EEZ LN
(Table 3), > TEF 7N T = =F /LOFRHIREIT2
40C & L, V%280 CE CHIET 252 5E L7z (I
EFRMND),

HERMHQTHEL RN A7 a~ s 7T AT
DNWTIE, Fig AIEERIRO T A7 a~ N T Lk
Fig. 5. BICRABHAKZREL TUNERRX Y 4 —DH
2ra<w NS hEkR L, 9707 2T FLOF
FRRFHIIAIL16y Th 0 | EEEK O &Mt (Fig. 3) 141
A L L T0.2~2. Ong DOHiPH TS Z @D BAF72
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Table 3 Effect of final temperature to retention time of Pyraflufen-ethyl and Interruptive peak

GC capillar ) N Retention time (min)

COlumlil ’ Final Temperature (C) Interruptive peak  Pyraflufen-ethyl Balance
DB-17 280 16.187 16.281 0.094
DB-5 280 14.654 14.758 0.104
DB-5 270 14.704 14.822 0.118
DB-5 260 14.884 15.039 0.155
DB-5 250 15.406 15.639 0.233
DB-5 240 16.224 16.583 0.359

Table 4 Recoveries (%) of Pyraflufen-ethyl added

Area
to 10 samples 18000
Samples Spiking level ~ Recovery (%) 16000 -
(ppm) (Mean=%=R.S.D., n=3) 14000 |
Wh 0.1 88.4% 4.0 gl
eat . 4T 4,
Comn 0.1 89.8+ 6.3 10000
Cherry 0.1 973+ 2.0 8000 y = 6205.7x+ 164.88
Orange 0.1 109.4£ 1.2 6000 R® = 0.9997
Lemon 0.1 118.0+12.1 4000
Apple 0.1 113.5£ 9.1 2000
Kiwi fruit 0.1 98.1+ 7.3 0
Banana 0.1 106.5+11.1
Strawberry 0.1 98.8+ 1.8 0 0.5 ! L5 2 25
Persimmon 0.1 949+ 1.1 Pyraflufen-ethyl (ng)

Fig.3 Calibration curve of Pyraflufen-ethyl (0.2~2.0ng)
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THEIFIAL T 2 FILOE— I ITHEY— 7 NER
STNEEDIE L AWERE LN EE X DL,

l

10 a

Retention time {min}

Ing

Fig. 4 Gas Chromatograms of Pyraflufen-ethyl standard (0.5ng. Ing)
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Fig. 5 Gas Chromatograms of Wheat (Blank, 1 g added)
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Fig. 6 Gas Chromatograms of Kiwi fruit (Blank, 2u g added)
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Fig. 7 Total Ion Chromatograms of Pyraflufen-ethyl standard and Apple added 2 u g
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Pyraflufen-ethyl standard Apple added 2 g
Fig. 8 Mass Spectra of Pyraflufen-ethyl standard and Apple added 2 u g
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Fig. 9 Mass Chromatograms of Pyraflufen-ethyl standard and Apple added 2 1 g

# W

BEMT DT INT = T F L ESTTHEREE L
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T FdH, Y UERE, T2 =KUY L nonk
FACLBHNE, 7a ) Dk T Ak AR XL D5
BrikZzmat U, 838, RIEFIEHIZIB W CHmENR 3
BaiT 572 & 2 AH80%LL Lo R Bl R 2155 Z &3
T&, WA TETINT 2 F BT bR
EVERH B L AR FIETOMAIETH D L Bbh
o EE—7 BNER -T2 LE O TIE SR

ShITHETEET %,

C

B EATIICHT v /NEZORE 2RI L CIHEELE
E T BR BRI FERT 0 F R G L BN O T2 L E T
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1) Tomlin,C.D.S.:The Pesticide Manual 11th Ed.,British Crop
Protection Counsil (1997)
2) SETIMURSBGRIREE FLE N KT > 7 19994585k,
L TR R WAL T4 H O3 fRESE pp40, ppso
(1999)
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Case of study on flubendazole
elution using alumina column

Teruhisa FUJIMAKI, Michiko KISHI
and Shuji SATOH
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3. AR O R
SBHEOMEBEEZXK LIS, TV L xBL 0Ky 7oHh
HEEX 210, REOMMELK 3127 L, FHIT,
e L7230 0gl 2 sk E N2, 2 BRERIARE L7
BIZT ' b THIH ATV, AF YUK, 7 =
VLSEZITWHEEG E Lz, BNV LEBIOER Y
Tk, MR AN A ERET & L, wE R eI —1k L7z
%, T b THHEITD, AT UL, AR
L L7, I, 100°CHOKTEKIMHE, 78 o,
FEfedn &2 Mz, & v =2 &RE LB ~FT 2 FE
FEoF /L (1:4) ITHEEIR L., PlHIAR & L7z,

B 10g
k20mL  2BERSE
l:7-|z|~>100m|_. 50mL.
AR - WLSIRE

-

Lt B

BERHE 40TUT

MRS F U D LKEBR  100mL
n—AFH> 100mL % 2[=

LRCESE RO
| srokcatmes-+u 5 1208
Bk - WA

n—AFHY15mL
n—AFY A7 k=F)IL30mL x 3E

[ I
TR (FEr=RJIE) ER(n—A~AFHUR)

IERME 4O0TIT
}—n—’\ﬁ‘-"f‘/5mL
pirilash; 5 4

B1. BHICBTE5F/AFAR— MU A&

4. BRI IR D AEH
SUBNTNATG AT a~ 8T T T 0 —i, AEE15mm,
£ X300mm OH T AL T LY BT NM10g, MK
B hU va2g ZfEL, n~F P TlRAFELZ
LOEHANW, no~F YU TER LIHEIRE R AR L
7. n-~F Y FElE T F L (1:50) 50mL THEH L. n-
~F Yo iR F v (1:50) 100mL TiIEH#E., 7t



NTEREL,

E3. HEFRLUNDRICE 1T HF/AFFR—MhtHF %

4.

5. [IE
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¥ 500g (kv FIF100g)

|—6Miﬁ§50mL(l'k‘yjld:IOOgI:SMiEQZOOmL)

IO ERMRE 22g (‘hyF(E15g)
|—7+_'|~*/ 100mL, 50mL
oA 5 BT - 3D 53 e

J|:_ii BRE

HIEME 40°CLT

fmMEAFrI D LKBER 100mL
n—AFHY2100mL x 2[H

LRCESE)  FROKR
sk siem 5 L20g
B

BEMRHE 40°CLT

n—A~FH5mL
(Ry 7 DIP/E)
Hh 78 i

FEb22mLIZER
(ERLLLDBE)
HERB&
E2. BhLeB&URYTIZETD

X /AFFR—PE A&

BHE og
}— 100°C @) 7K540mL% in X T55 I =
2l - J 5i#360mL 53 E

7tk 80mL
l:!ﬂ*ﬂﬁnﬁe*ﬁﬁSmL, =ER105 KR
EL S HE
o
£ b+
WIEF YD LAa5gE MA THENT
n—A~FXY>: FEEETF)L(4:1)100mL x 2[a]

3k

LR (HH#E) TR (KR
| sokcamrsur 20
Bik-BERBHME 40°CLLT
}_ n— A BmLI R
HhiR

BHBE A
~>|'J7J'7‘»7J§A7I:lvl~7—:vv4—
<1747 )L (60~230mesh) 10.0g%n — AN F-} TR
fAKRERT )0 L2, OgER
EFRTF)L- ~FH> (1:50) 50mLTiEH (F1)
':Wﬁﬁ:l:a'-» = A5 (1:50) 100mLTHH (F2)
P2OBEEEE
’—7th>'§5mu:i~17‘y7’
¢

Ry TRUROBE (F2mL)
BRER

F/AFA—MEHBROFHA X

a. EMER L OE &

BRI & Uiz, MREZ X 4 1R LT,

R R HA RHEA T 7 o 2 — E394
nm) fEFTAI/a~ I 7FNWT, 2@EHOL T
LERAWNTHONT 21T o7z, BT, ©—7 |3k, fxt

BEE AV, BEHRIEBICL > TREZRERMEZ R
THRERBE D,

WESRMEZLLFITR LT,
7. HEE HP6SOU TRy~ NI T T

28 : HP689ONPD-GC (S 7 4 /L& —)

K7 A J&W FH# DB-17

T HRE 60°C (253RE) —30°C/4r—180C—
5°CI145y—230°C (95 1%%F)

HEAREE © 220C

AR« 250°C

HARE  Fx VT —HA ~UTLA 2. 4mL/4y
IKFEH A 50mL/%y
ZEES 60mL/%y
AATT T HA ~NY oL 17mL/%y

WEHEAE : A7V v F LR
HEAE 1y L
A .3 SHIMADZU GC-lTAF AR/ nu~ 757
Kiti#s : SHIMADZU FPD-GC (S 7 4 V% —)
BT 5 J&W AL DB-5
717 LMRE 50C (253RFF) —15°C/4r—180C
(245 fEE) —4°Cloy—240°C (2% f-FE) —20°Cl5y —
260C (170fRFF)
HEARE : 220°C
R 250°C

HAFE : ¥¥ VT —HA ~UA  1.0mL/4%y
IRFETT A 170mL/%y
225 55mL/%y
AATT o THA ~U A 50mL/%y
HEHEAE A7V v LA
HAE 2, L
SIN=3%Z &M, E FREE L, BLTIIR LT,
[BK = 0. 05ppm
Eho Lok 0. 0lppm
WAL DO 0. 02ppm
Ry 0. 04ppm
b. TR

A a~x s7Z77 Eeofrite T, 7 AF
F % — N ST ORER AT o 770
EE  HP6SYOI W Ry~ N5 7
MiHegs : BARE 748 Automassl50
BT A J&W L# DB-5
717 MR 50C (253REF) —20°C/43—280C
(1053 R FF)
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HEAREE © 220C
A B =T oA ARSE : 242°C
A A UPRIREE : 180°C
A FALEE : 70eV
FY U7 —HABLOWE : ~Y U A 1.2mL/%
AEHEAE A7 Y v F LA
HFAE:2u L
m/z116, 206, 234DEKA AL B ET=F—T D,
PO 0, R e

P
sEE=y
F

r B8 S

p It It ol i

E5. ¥/ AFARX—MEERKOIOTNTSLELUVRRIML

TS

=

, =E H EH 8 28 #2w

§ il i a i
E6. REMEXYUINLOHIOTMIS L

6. ISHNEN B

TOMENL BRI, THE10g IZXLF ) AF 45— b2
u g IEZNWL 20g 12kt L2y g ARy FBglkt Ll g
BT — (L L= TN L, RBREIT o7, 5
BEAR IS L OMLAR I, BUKHH 2 @ AIR360mL 2% L1. 2
u g EEMLE, WTEROEEDICBWTH Y
BLRBREIT- 7,

BRBLUSEE

TR, B-RERICRT 2R, RFE BEHEOR
Bk L, RBRBEROMMEITo72 (K1), ~F
P UBRIRIFIZ T LY g VOERB A DN T2, Sy
WCEE L% a1 T 7,

VL 2 R OFR Y 2o T b RIBRICE 3, B3,
FEFHHAORBRIEIC L RBVEIR O AZAT > 7203, [\

BRINNL X (16%) ., KAy 7 (0%) EARERTH-T,
X ) AFAF— R DX T NI U PESEMET TIKSfE
LoV EERIE, o VIR SRS T & T A B
NHD, £ T, By 7 25gl2% LTAONLZ I, 6M
HERA2. smL 2 AU CHINENN SR 21T o 7223, [EIERITO0
WThHoTo, IHITFEBHIETIZEE L, ¥ L X i%500g
(2% LOMEERRE0mL 2, A » 77 CliE100giZ %} L 6MEEE%200m
LEMAT, WBRHENEZHEOLY ) A F 4 F— hOW
ek Lz (K2), FOfE, EINERZ, vl
£ T99.2~99.3%, Ry 7 T8 1%EE LM LELE,

BARIE, KRED O EHEREECHb21THhT, k%
FELL = BukiitiEic T v B a17v (K3), FEHE
INERANT2, 2~84. T% & BIFRFER PG T,

GC 2k oo a~ N7 T ATIHE, WThORE
PIZBWTH ¥ ) AF AR — O YRR F
— 27 3BDONT . ROGRAESRMETH o7z, WESM
T T, ¥ ATF AR — b ORFER R 16, 7RIS, A
TIE20. 853 CTh o7z, WMERGETICBIT LX) AT
FF— ME#ELZOI/ o~ T LEGC-MSIZEITS
VAR MVERIBIZRL, BRERICBITA 7 e~ b
77 L& 6 IR LT, B EBRTRECHKTEIE. 7
BIOA ORESRMIZBIT D SIN=3ZzH B L, #hE
ALDEFEMNZ 31T 5 BRI DIRME L V3R E L7z,

PRONEIN GBS R A 32 11 0R LT, &M A e 5%
BT DMAEEOEE OB EE (P91 16 H &
H85) OFEML LT, MEFEHRO—RITA RT A0
IRENTWD, A KT A2 TiE, BINEERORESRD
H& & LTI0~120%DHIEA R L TWD, ARBRIEIC
B TEHINENILERAT0~120%0 B4 22 B RGBTz
EIE., ¥ R=—bE—r X (70.4%) . iThwvwi & (99.
2~99.3%) . BEEA (72.2~80.2%). FIZ (78.4~84.7
%, w7 (718.7%) ThHolz, Fi=. IHIMEIULRNTO
YARMmOLOIE, B (BRE, VW XHE, baag, B
H&) (56.8~68.1%) ThHot, B RERTHAE
NTZBED O S B BN T0% RO H 01X, B,
BEZOWVWTIE. F27V62%, LELVES%THY, 7
., BEECINELEIB%, HEEAK9%, £ hvEn
a236.2%, I%21% CTHolz, ¥ U, LEUITD
W, BRI L D% ) ATFH 32— NOSRNRE %
HNDZ LMD, RRBRIE TR E1T - L EEBAE 21T
FTEICKY, X AFAR—NOWREIA, BREFR
EERGOND ZENRB2 BN, —J7, #BIE, M
B EOMWMIEE &OWEEMIZIB O TEIRER
EWEM 2 DY . BRI BV T E DITHRED
HThol, 2B, ARG EITo71 SEHEONTI
DEFEMZBNTHF /) AF 43— hOERITRD LR
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F1. F/AFFR—b D FMENGGAERFE R

¥R No. 5k ANE ENEE% HHAER REREE
=R 1 2 24g/10g 645 647 096
(H= 657
638
2 LG 2ug/10g 595 56.8 265
(FASE 542
567
3 0= 211g/10g 709 666 373
Ol o 643
646
4 BT 2ug/10g 747 681 572
(FA e 647
649
5 FF—t—X 2ug/i0g 69.1 704 141
(FA 719
702
IFhi Lk 6 5588 2 (1g/20g 985 993 117
Gb (€713 9389
1007
7 M= 2 ug/Ne 1021 992 415
(€le::1=3) 5
101.1
Rt 8 REEEEY  12ug/A8360m 723 722 585
(>3 (H=ERD 663
780
9 ERENEEH®  12ug/AB360M 787 756 293
(=D 729
751
10 BREENE® 12ug/A0B360m 835 802 495
(A= 745
826
N FZFVYL)  12ug/A7B360n 808 847 7.46
(A ED 933
800
12 $BRC Y 12ug/ZA8B60mM 767 784 289
RZAD 81.7
767
7T 134 1 g/ 744 787 565
GH (e 765
851

G (T LSRRy AR, IFEEIES| SHL T/ AP e EERhLT =
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ARBEL, B (R, Lo Xg, egag, B
BE) TOPENEKEMED o720, F R=—bE—0 X
Lk, BEER. ALAR. Ry 7 Tl G RR L
ELT, @AHMETH- T,

3k
D) BAZRREM : 3R BHERT 4T v, VT

P A = 2tk 69 1997,

2) B AIEH A RS - R EMARSHEM T, B
AR RS, 112-117 1993,

3) BAB A A RS PR SRR 2[R
EhIR R IR AT IR A 2R RE, 73-84 1993,

4) PR IR AT AR SRR« I B OB oiriE,
SRR, 116-117  1995.
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Determination of principal
compound in food additive
preparations
— Antioxidant —

Toshiharu YAMADA, Kiyoko KAWANA

ZL®IC

BRI EANT R O oRE & X 0 Ao R#
EHBD, EFERELSED DI, 2FEM Eo
WHERLG L2 KORBEM CTHMLIZ0 LR
MPARKOH R EZYHT AN THREENEZLDE D
WV BERTEE TR DA A EIA OF RN KB
FHENTWD, UL, HESLENZOWENRRL ., ]S
OEBFAMMLED SN TV, 2 THIMRE
REBEYIELLEBEAEINTWAEDE D T, T 24
WRH D,  WENTEOREGHE, BENZEICH S
7o, IO OB ORE, WEWEORE, £
TN T AL HEMCEORF 2 & £ < O L T
RETT L0, WYL T2 L NEETH
B0, AENTRA R ORI LRI OV ToiTiEE
BRE LD THET B,

RERAE
1 ek

BARLET LY AF L ®BIZHEH L,

2 BRI OMEERR IR

TFre kax 7= —)L(BHA), Y7F /Lt K
n¥%y hLT(BHT), Zv4A LYy, nanFHhr, =
= VTR RSk & T T2,

MR RATAEMTERT b3
T241-0815 FREHEXFRE1—1—1

EYERWL - BHA B8 XU BHT O% % 100mg % IEfEIC
BY, n-~FHCEM L, IEMEIZ100mL (1000 4 g/ m
L) & L7,

PNERIEEHEYAE « 7 /LA L 2 100mg 2 TEMEICEY | n-
A CIEME L, IEREIC100mL (1000 4 g /mL) & L7z,
3 HRZmu~< 777 (GC) HEER L OMIESM

HaE . v~ X GC-15APF (FID #iti#3ff). C-R5A 7
o~ hXw 7

515 A 5% Silicone OV-17(BmmID X 2m). b7
LHIRFE 160°C EADRE : 230C,. ¥ v U T —H R :
ZEF#  50mL/min, VEAR :5uL,

4 HBREEROFR

AL 0.5gX EREICEYD, =&/ —/v10nLE Mz T
50MBERME L, n-~FH230mL M2 TEHIC
557 MABE L T, =0 BE (3000rpm,  5min) FAT\
FiEESET D, BRI n-~F Y 230mL &% CIH
FRICE L, BiEE &b n-~F9 2 T100mL &35,
Zo2mL &Y noAFH o TlomL &L, GC EAH
R &35,

HRERUER
1 fHEORKE

Bl Bh L7 & & e STRE OB O L RNEEZF 112
~LT,

&1 BB AR O R E R

1. HAIN

BHT 10.0 %

7V VBB ATV 2.2 %

BaFEM KREH. K) 87.8 %
100.0 %

2. HUAIA
BHA 1
T —H A 0
VILEw b 2
TIETH A 9.
1
2
5
0

7 U (fEK)

X ) —) .

BmEM 0K 75.
1

3. AT

BHT 10.0

77Uk CEgREAT IV 3.5 %

FH LT A 0.15 %

TarELrysya—n 10.0 %
1.5
4.8
0.0

%

Ly F 5%
fdnFM OK) .85 %
%
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THsy D BHA, BHT B10%EHF SN TWD E WD
ERIZH E DN THIH FEEZRE L, 2R 2R
L7,

2 WAbBh LA RA D 53 b F (%)
Sy HT 51k

A ERo4 Form (1) 2) (3)

#H¥ N BHT 10.0 4.4 9.6 10.0

#H¥ A BHA 100 7.8 8.9 9.6

#% T BHT 10.0 1.6 7.1 9.7

(n =3)

(1) n~FH DL THHLEZE Z1E1.6%—7.8
%, (2) —EEOKEMZT n-~FH Lz E
T137.1%— 9.6%., (3) =&/ —EMZT55MD
B WAL 24TV n-~F Yo THIH L 72 & %139, 6% —
10. 0% DFERNRGEH AL, (3) OFENRE S RRITEW
EWVMEZEZR LT, =# ) =)V EIZT5oMOBEE
I CHEBI O~ LY a VIENREDIZRY . noF
P+~ BHA, BHT OHEN EF Lzt &b
nic,

2 GC ZfFokst

BHA. BHT ® GC 2#7i2idh 7 A & L T5% Silicone
OV-17T%23IN LY EEREL 7 LJEAZBE L TH T LA
FEIX160°C. E# i 1350mL/min& L7z,

FEBG BB SN T DOH A7 v~ k7T A %Ki
RLUTZ, AN EKo (B) #K T LFREEDOZ a~ b
RY =2 ThHoTeDTEHME LT-, REMHETTO BHA £
FEERIX7. 3%y, BHT 136.34CTh 0, WNEMEREYE 7
IF L AR TH o7, SHHEHOWAINSN G LEY
BIZE2EY 271580 T, BEHRERNELN
77

3 MEAR

BHA } O BHT =N 2N OEAEERHR 0.4, 0.6, 0.8,
1.0 BXO 2.0mL ZEfEIZEY, ZRENIC T NA
L UVER 1. 0mL ZIERECN X, n-~F ¥ T10. 0mL
E L. WEBEEYEIRIC X 2 R EIC £ > THRER Z TERR
L7z. 40 - 200 u g/mLOHEFH T & b I BAF R EMRMEZ
~LTz,
4 ESINEIREER

Bl 5 B S O0 N4 B G SRR 2 B3 AT L U RIS AT
Liebox AV, 3SEEO-BOERR LR CREEHE
DETNEF 2 ERECTRBE L, Ao HEELZHNT
BHA., BHT O¥MEIFEZRD - DEE 3ITR LK,

] (A (B)
- BHA
BHT
|
LIS IS
I
ll
| | . kJL JIL_

0 3 16 0 ! 16
B BB IEAIRIAI O T R 7 v~ T T A
A) ®HFIA, B WHT
IS : NEEHEM R (7 L4 L 2 100 4 g/mL)
GC &1« Bk 315tk

=3 T /VEANC X AEIEIILER
ETVRIK Ea4 BLAEIA (%) B (%) *

AN BHT 10.0 99.8%+ 0.3
HAIA BHA 10.0 98. 1% 0.3
BT BHT 10.0 98.6 *+ 05

* SEHEESD (n=3)

FRNZENIEBOVRBLMELZEZA, WTHH98
%L EDEINFEEZ R L, BERAZIZ0.SLLNTH Y,
B R RN S BN,

5 A O

BRI O S EBEOFRRMHITBIR A CED b T
W, BRI AN ISR X 2 RIS SR &
IR B SN ABETRMICENENE LD TH
D, THIEEFETRVON K TH D, HIEHY T
ITZDOEREAEDEWVC L > CTHFERBHEZIER L TEBY,
EE5% —10% TIEE30% & LT 5, ZOHEESEIC
AlE%ENE L7z 3 MAID S ‘R TR10% Z 3§ 5 & X
0. 4% LN & D RERIFERTH o7z,

FEDH

AL RN DEEALES IEAIBLAN DV Tk & Bt
L. GCILkaHiEamM LTz, Tbb, BANDS
EMS D BHA (FF Lk Fa¥s7=Y—1), BHT
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(P7FLE Faxy hLxzy) O n~FH oiHic
B CHBBERAEEZITH) Z LIk, =< Pa o
MEENA S22 0, BHA & BHT OHH RN EH L,
BHLEREZB/DIZENTE L, £, BEAMY O
I B EUR & BGE T K 0 RIS AT L, RoRER L
RERGOETVEALRY L, Kotz v
BHA, BHT ORMNEUFEZRDIZEZA, H1298%L
REIRL, B OREL IR 2O T IEO RS N
RSNz,

X

1Y)

2)

3)

4)

= OBLF. IATET A FZ2 o BREmpRAH
DOEMEEO SN, wRNIfEFRE . 28, 43-46 (19
98)

MRS EfER. ISPV REARAVE T, AR IR,
JEE AL © RSN B o O R O 53 HT . UK
BIHFEESR ., 39, 147-150 (1988)

B BRSNS BT OB SIS 5 HriE R
FL AL, p94 (1993)

AL - RSB E & OVR SR LA O 53T
%, FFL Y% —F L, 167, 28-41 (1993)



2SR A AP JE TR JE & No. 30 (2000)

Yok

Vo —RET o — 9T O
D ANFEMEIZ DN T

HIRE S e

Inhalation Toxicity of

Substitute Lacquer Thinner

Chieko MIYAHARA and Shuji SATOH

IZL®IC

Fyh—rF=lF . Bz FIL, AZ ) —
NamERGE L, BE BE A% B0 S
WHEEEMT 2B L, FORBICEDLDETHEAYOH
A2 RA LERAM TH D, ZRICBATD &K
PRRNEIER 2 BN T2 6D, 7R O A & FHEEHAI O
AR EICET 5% < ORFIBThIL, BEHRICONT
BIBUCFEL WY, FE e, RIMS/MMORRIELIZ L Y BAETIR
AR L, ZEBEORBEE L6720, kg
A~DOF| & &L, Wbpd 7 v F—ilER &
HEMEND, YrF—IET DX H IR RIER D
WERSEAITH D Z &b E R OBImIFIEIZ LY |
W AT A O, WAEZ B E T AFTRREIE ST
B, LInL” vurF =il MERIRE L TR EHRTZT,
At RMEE 2> TWVWAE, Z5 LR b, &t
Ty F—RELE LT, by FEg=FL, 2
B )= NVDOREEFERLEE"T v — 5T O DHRE
NTWn5, LO2LEARSAEERRILTND HDIEAR
<. ETBERREOEGEESOREREL WG R
LNRWBURTH D, Hlx DBEAIOFEMEIT B0 L
BY. PROVBEASNIRSTWEEOD, HEMTHD
B DL EVEZOWTIERIAZR E RS,

FIT, Ty A—9FTDROTOR)LNT v —v
vFh— () OBFERSEEREL, v URAERN
THHXAREREH & 181 & 3 2 Bt O W A M % Ll
Wit L7zoTHET 5,

)R AENT ST BRI
T241-0815 ARETIERHFE1—1—1

A ik
1 WARR Sy D E

5 OIRSMS S H B OV =220 B IZ 2V T
Y& AV TIERIZ10M5 R ON00f5 ARk 2 s L |
HAZ v~ k7T 7 (G0 XV FER D OMER L OE

BE{T->T,
< GCHIE Gt >
BOE 5 EHE GC9A
MR 5 FID

712 2 5 Chromosorb W AW 80/100 mesh
PEG-1500 (10%) 3mmx3m

71T LR 80°C BETY 120C (77U 22—/ L)

HEAOEE 5 110C BL W 120C

EAR ; 1ul
2 W EMERBR
218 W

S5HER DAY R~ T A (M) Z IHEPLHWT, 2 20 A
RERIEEICL D WA ZWA S, BRI SN D AMETEAE
R REER IR LT,
2 2 W NIRERALE

MR B ITNAFERCLOR Y h—Rx— FIF o r—
— PR, =R, MER LK ORERAR 7 &
SR LOE AW, HRAOREITER L VICKBIE,
30mL % £ HX L 35°CIZAME F121000mL/ 43 D 285 % i L 21RF
Michlo TR L, WRIFHZFZE L ZAT2
SOFEICE W HADEREIT- T,
2 3 BWAETADEE
HARERRIRIRE . BRiRFEE O A EAD LY A
F AR Y Nz T20ml t L < 13200mL > H A A EREL .
2000mL D ELZE)E THIEZER E AW THREITo 72, £ D
2mL &2 GCIZTEA LTz, GCOZMITA T LMRET0°C, HEA
#2mL & U, Z OMIIRIRR Sy D E & & FERICAT 2 72,

REBLUER
1 IO EH RS

U2 IR RO D T DRI AR D RS 43 BT s S A X
"R LTz,

T — O2RIRIE bV 2 340~60%, A F ) —L30%,
HEfg = F L3 2~10% i STz, & Ot EEfgEn-—7 F L,
AFNA Y TFNA b MIBK), n-7F ko VL7,
Tt YNNI T T b EI~NNERET D ERRD LN
72

—Ji. DTHRDFE. ML TE 0 E O TR,
HEBE = F AT 1R TIE & A R S W BV E
Tholo, AX ) —NiENo. 3IT12%3R DT, DMK
WKIZIEE A ERD LN oz, 5T ORMRIRICILE
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LTCEEBICHRHEENTZEDITF LU THY, 30~42%
Thole, FOMORMIIIE, ARKIZA YT E ) —v
MT7~14%, MIBK2S10~30%DE & %580, Eilfign-7 F /L
TR2MIRIZ14~22%, A Y T a R ) — R BIETT%, 7
U 22— LVEITARRAR T3~6% % 3D 72,

= przy

| BB ¥l

| B 5/ —L

| om qvFan/—n
| B2 1vT4/—1

| =3 BiRRIFI

| =2 mEno7L

| EE2 MIBK

= Jya—E

| 3 ¢om

0 20 40 60 80 100
(%)

B Syh—r—RUSYA—S5THRDESHHIER
YuF—iSvh—Yit— | 3T OBSVI—ITHE

INHDOFEEMNS, o F -T2 ERE L,
ITOMIF VL UBERTHD Z ERHERINT,

I TORERKEDRNS U a2 — VIS OBLE RS
ST S ENo. 1, 2, BANIEIER L X A 7, No. 4lZZh
5ETRRDZAT, No. 3idNo. AR SDITHF A 7 L

ROENRTED, T THEATDRLDNo. 4L55FV,
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Studies on Hemolysin Extraction
from

Group B streptococci

Norio OKAZAKI., Rieko SUZUKI
and Shiro YAMAI
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Time Course of Indoor VOCs
Concentrations in Houses

Yasuaki MORI', Kiyomi TSUJI' and Kazuo
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Table 1. Indoor VOCs concentrations (pg/m3) in newly house

House T-VOCs  Toluene Xylene  p-Dichlorobenzene

A 1897 964 182 10
B 293 102 40 6
C 1106 65 111 569
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Fig.1 Change of indoor toluene in newly-built house
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Fig.2 Change of indoor xylene in newly-built houses
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HIZERRBE AR L, 19844F 1213891, 0004 O FH ¥
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FRZS)IRTIE, 19904E 7 5 19924 D 34 BT 4 43 1| IR
T DY IR & LT, MR B, SRR R
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B OBRARHI OTRAE . Huk o BRI B L MER~DK
FaAT o Tz, MmAEKGIL, BEMEF TO, FElFO
polymerase chain reaction (PCR) (Z X 2B Wrik
OREHERE 51 T, 19944 K 0 /R, JEARER AL
FHETOMAEREIR T PCR &AL T, RIEFTTOR
W, AT TO PCR (T X 5 Ul IR L UK
Ytk o], immunofluorescence assay (IF) 12X %
MEZWZITV, EFEEIC RSB R O W E 23T
b, EERRG~OMRE - OB TORL TV D

20004 B (2 U & S b v 7= BB 1E, 20004210 A v 6
20014F1 A ICHAE L, B AR RS AT B T N 4441

1 APz A AEMFZERT U A L AER
T241-0815 HEMHXHFE1 -1 —1
2 )RS ET AR EE

RIPRAEAEHEFF IS 2B SRR R AL BB T E N1
Bl /1N R R AdAE 1k s ETE N 1B 0 & 514851 T o T,
IS DBIKIZOWTRAER REZRUTE L DT, IF (I
K22 - EEH O METUEM O EFIZ KD 10617235
HREBE L2 SN, IF TP TH - 724060 1411
PCREMTH Tz, ZDfl i%&‘fﬁi,ﬂﬁ@*ﬁﬁif“%otﬁ\
Z O RTT T MIEHUAM Y Gilliam, Karp, Kato,
Kawasaki 3 £ " Kuroki O58KIZx L, ik 71 IgM
HUA10, 24045, IgG Hif20, 480fE M H S LTV =7=
EREIIIRIEORIKTH 7= LB 2 BTz, IF Bk,
PCR MAEARGED 1HIIHRARN MIE TH - 727212 PCR
DODRENRTE RN bDTHD, I HICAMEHOMIK
DFHOHNT IF THIERE O6% 241X, PCRIZLS
2 o ik 2> & Orientia  tsutsugamushi ( O.
tsutsugamush)) DNA 23 M S 7va b B3 & 2 S
Niz, ZOXIICIF & PCR OREZIHT L Z LI
X0 26 ERIFEE L HREDZK S L,

LR/ BEEDOSI L, PCR ICLY O. tsutsugamushi
DNA O ATRE TH - 724062\ T, BBIHO 7
FA~—%&HWz PCR #1T\, #&EJIIENTHAEL T
W5 E R ORSRIC OV THRBE 21T o 72 (3R2), 2D
FEAL 20004F B LN TRRGL 28 L & 1L 72 Bk 13, Karp,
Kawasaki & 8 Kuroki ®3ETH Y. FE12.5%.
75. 0% B L TV22.5%DEETHY ., TDKRHMEZD
Kawasaki fRICE D EGTH D Z L HBI LT,

T OEF LB E I A THE O TR EY
AT X2 (A) 1Z7R LTz, 20004FFE B 28 s L7 & HEE
Sk, (LACKT, BT, BEFT. NEE.
KAHRTI KO TH O AT L A EOREGRIE, 1LBRT,
FE AN ISR LT 2, 200040 B2 1300 B T o0 BT
T C2B D BERBENHRESNTND, Eo, EREIO
L 7puy Karp 8 £ O Kuroki #RIZEHE U 72 FB3H O &g HE
EGHTER2BICRLIEE Z A, 2L OBEIL, BE
FAEZFOL WAL, BEMHI RS, Zhbokk
HLIRNTREL TV DHEIN RSN, HRIC L 5 s REME
DENTH DL IR D5 T2,

FINTR L2k, Fhm CRIFEHNZEY: L7z & b
LERIRBEOH TH D, WHE L b LHLOM TORIEE
HIZEGE L7 & by, mE ORRGLGIT AN T\ 5 &
IEZ b o7z, LLen s IF B3LO PCR Off
K6, R T Kawasaki 4k & Kuroki #£ D5l & OFRIC
B LT 2 L DVR &Ntz SRR O B 5 RA
PR T BRI & O3 o = — ) RO EEFIZIRIE L T
WD ZLETREBLTWDS, 2202 LITRHICS
Kawasaki # & Kuroki #£12 & 2 RIREHIC I Z
/HZLERTRRE 0T,



Bull. Kanagawa P. H. Lab. No. 30 2000
& R M 0> & OIRIFIRO /3B IROIRIEIZ L 0 4 LERFOZWEZ L VEICTHILERH S LB
AL _ﬁéiﬁb‘%@ﬁlgwo 7
20004F 5, RO #8 12 HRIEAK O, tsutsugamushi B#RIZ 0 E LI, BEWERONEIE 7272
DI RE S Tz, \_@WJ L ILAICH RN 2 EFE LA EREEOEAETIERHN-LET, 51T
I MTERE L BN BETH DL, mBES Lz O TR W oA A ATF T AT~ D T 7 B RS LA R T e
tsutsugamushi 13 Gilliam, Karp, Kato, Kawasaki 77 & F LB S F ST, AR TBHRR O 5 2 1T
¥ L Kuroki O5HRICZENENRFRINICK ST D~ T LET,
AE ) 7a—FAgiEE#EH L7 IF ¢, Kawasaki £
FrRE)E 7 7 v —F VHUE & 1320065 L B RGPS R #1 HRFEE O IF & PCRIC X DA RE R
S, Kawasaki #E&E 2 bhiz, 72, PCR IZL 5 -
):HJ}DJIJ BWTH IF [FEk Kawasaki FRICFRFRT 7 4 ~ IF
2L Y DNA O#ElEN R 51 Kawasaki £ & [FE S Rt (=3 RA AR
f:o ThiFMRJINBRTEED ERTH D O Gtk 18
tsutsugamushi Kawasaki ¥E23 0B S, ERmEE Rtk 0 9 0
D BIRRAERHER I NI HITH 5, HIERE 2 4 0
EHE L EERE SN B OFRARFIXI0A 2512
3 S 360% Vel s B N
ADBZEEAET, 1LAD60% % HD Tz, F 7 flgers 49 PCR I2 .k 7% bk oo s3]
OFTENE., M. HEZRETOREENLL, RIZK /2
B 72 8O ILEETHE AL TORGEOEEN L) - 5| % (%)
7
. . . Karp 1 (2.5%)
26 Stz - ST i =
AR ILE ) R AR I LV EBET OHRATH D Kawasaki 50 (75.0%)
M. W RIERATONRNEFECT D66 H Y | E Kuroki 9 (22.5%)
PWTAZENEETHDL, 4% PCR & IF % fH
3 [Fl—1TECrkYe L 7= H1
IF Hof A
BEE S Gilliam Karp Kato Kawasaki Kuroki PCR
IeM IgG IgM IgG IeM IgG IgM IgG IgM IgG
2000001 <10 <10 <10 <10 <10 <10 <10 <10 <10 <10 Kawasaki
160 80 160 <10 160 <10 640 320 160 80
2000002 <10 <10 <10 <10 <10 <10 <10 <10 <10 <10 Kuroki
<10 <10 <10 <10 <10 80 <10 <10 160 320
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Occurrence of Scrub Typhus (Tsutsugamushi) in Kana
gawa Prefecture and Types of Orientia tsutsugamush
/ Involved
[HRNBRICBTI2ERBEEREKIE L UTRER]

HwREET, Al E RAevE, HHER, SHC

fg (RN, T A VAE), #FIFREH (JE 7Y

) Jpn. J. Infect. Dis., 53, 77-78 (2000)

FZ) I CL9974E4 A 7> H20004E3 A & TIlo A Li-E
B & B 5 BESIAIZ DWW TG R, BEiE 150
BT, 258140 ) bLathikis (IF) @
HCHtE124, TF 50 PCR Bifk424, PCR D04
P44 T, BEBIA N ERHREE L REZK SN, F
7= PCR C Orientia tsutsugamushi @® DNA »3iH &
Nzt DI SN THFIZIT 72 & = A Kawasaki 73
#180% % H TV, EHREZILEFELILR, 12814
FLTRAEL TV,

AENER, SHEARUVEHMRATERESN:S_EIhD
fIptgEE ) 7 v F 7DNAD &

A I, WEHEF, WHEEY, RedE, HH

Fik, AIEHAE RGN, ¥ AV AE, IR

B, BoEsge (BARMRMEREER 2, TEBOE (5

SRR JEYLERE, 15, 53-54 (2001)

PSR BREB R OEHR CHRE SN X =HHIc>
WT PCR 2 HWTHLBEEREY 7~ v 57 DNA Ot %
ATz, ZORR, A WNFTF~F =, 7X NPT H
=, ¥F~F=, ¥~ bh~F=5 R japonica £tV ’r
> F T JED DNA AR &7z

Evaluation of HIV Proliferation for the Screening of
Anti-HIV Compounds.
(T HIV IEWE R OMEE A7 ) —=2 7T 57200
HIV A O E OGN B3 2 A7 5%
I HEET (Rvv oy UBRERT), ARRMEAT (A
BAE, UANVZE), KB OB (AL CRFSERT,
SHE (WENEN 7 AV AE) The dJournal
AIDS Research, 2, 79-84(2000)
PLHIVIEEZ BT 2MEDOA 7 )V —=> 71X HIV D
B RICAIME 2N A, A v AKEREAS & ORI E
SINDEHFND., ZORERTROEELRDI U AL
AHEFEORE R URG. RT I&ME. P24biR) 2o
THEF L7t R, RT IEHEORIEN Kb AR e RAE T

HDHI LNy oT-.

Lipopolysaccharide-induced HIV-1expression in
transgenic mice is mediated by tumor necrosis
factor-a and interleukin-1,but not by interferon-y
nor interleukin-é

[F T AV 2=y 7 ~TRZBIT D LPS #ED HIV-1
FBLUE IFN-y ° IL-6TiE72 < TNF-« & IL-1&128L D
ks s]

M 4, RS, ZH 8, B —, RIS,

W A GRRERSN, SHnE Gh&E)IE, ¥

ANAER), BB, HERER AR OR

KERMF) AIDS, 14, 1299-1307 (2000)

HIV o7 A V28 (HIV OFREBLE) 1L AIDS RIE &
Wb TWD A, &AM UA & HIV 3B L
DOREHEIZ DWW T, FFIZ in vivo (ZBIT B BEIZ SV
fEwa b7, K48 HIV % 1fHiZ 4 00pg/ml O#E T
HETEDL M TV AV 2=y 7= U A& AW
b, N7V AV 2=y < U ATIETINF-a* IL-1OX
HRH D56 HIV OFBLENPKRE DT 523, IFN-
y R IL-6DRE~ U XA TIEFHBELOBA T A B D >

WoT, NGV ARV 2=y 7 ~URATiT HIV O
BlZ TNF-a & IL-1ERELSBEb>TWD Z EH 5o
7.

AV ITLVIUTOBRERLEN

SINAT, PEEBFE (MEINET, U AL RH)
BEIRIE, 26, 2465-2471 (2000)

A VTN A IV ADORERDEE L L TIERIT
U A L AGTHER AT — MG & W o U A A E AT
NTWEER, [T B AR RS2 FETICNRY O HK
BT 27 OKRBES CORKEICITH E Y AH TR
olc. B, BERE (HIEEWRS SIERS 1K) ho
TANAFUREZ EIA ORI A A 7ol 2 ik 23 fE
2B SN, WRBRSETOAL 7N o PRGED T A )L
AZWIB TR & e o 7o, AGRSUTIE, SHEREEO R
ERRHREE, BRSO R ATV D AL &l
HEoEESA%ELwm Uk,

e 5E & L TDHepatitis virus BidsE
ASFNAE GBI v A VAR, ZAREBIECGEE
SRBERFEER) LR O, 16, 2056-2060 (2000)



YLIERTEOREIT (19994) 1LV, BtEv A L2
FERORBITHONES T b, BEFREE O 5ERE
MWATRE & 72572, 19994E4H /5128 £TD9» AT A
71360, B #4974, C BI38HIDAMEITRBHE SN
7o TR PIRUE SN FER, B0 B BlF%k
TANADPFIRBG DL  IIMEBPIC LD D EEZ S
NTW5D., KigLTHE, ZTNH3EOFR YA LVADNE
JEYUE & U C oM I MR % Y TE DR RF 21T -
7.

Y497 L—rE2RAVHIViIREARBREEZED
B’

g & (W, AV RE, R FET (i

RO AL T, TR, FREEIT (&)
i, UAVRER), JIENBD, g B (BiEd

KIRBE), FHEHRT (BT RWET), SI0E (MR

JIEERE, DA 2, B L HKYE, 43, 1131-1140,

(2000)

HIV 227 ) —= v BB TIIE 7 F U BERIS (PA
1), EERAEEIEE (BIA B) 12X 2P mAENL<
Ao hTuna. Lol HIV EGpii ik, HIV 250
HIZTFET DI 20 6T, FUEARHBET 2/ TH D
7= OICHIERE CIEB I e b2 T v Ko 2
LT EPMLENTWD., IF, UA 2 FUW 28T
%=1z, HIV Hifk & HIVp24HUF 4 B IC 425 2
EATE D THIV FURFUARIRHR HEE) BB S
2. RimXTiE, EBIA EZFEEL, v~ 7n7 L —
k% Fv 5 HIV SRR R HERIEOBRF 21T - 7=
FORER, KEZEROFEBEELIV b YA RUH]
ERMT DI LN TE, EEE - BRME LI HIV
A7) == TREICDREEEBALTNDZ ERDb
molz.

TR OENEREICE S HIV 27 ) —=v 7%
BT BREORE

WET (RRREEEEETT), EFEERF (R

BHE, UA VAT, ERRE, EHEZR (AT —L

V), SHIE FREINERE, O A L AH)

JRYLERE, 74, 82-83(2000)

HIV OBBFREITEEVIBOU A - ROz Hik
MAEXVNILBEERET S Z ENETH DA, RNA
DOffi, PCR EOEAEDEMSI RS X MR 5%ED
REBHY, A7V —=2 TRE~OISIIZHERES &
ol Frxlk, BETREZAZ Y —=v IRE~GH
T 57120, BERIED 7T — N im DIEREE OS2 1T - 7=
Trar =g LRV ILE DHURRRMER O MiE200

74

w 1 2166586 L O32MFIZHML, 4°C, 15000rpm, 2K
M ODEAE L2, RiE&EBRE%, k% PBS(-) 200
w1 I2ERlE &, HIV-1 - RNA ZE LR S, &
RETOJFIR MG & FIEFRROBEM[E & ooz, T — N F
R chbiEMEREMZ D Z 2ok, EHRAELFE
LORBENGOND Z ENbhoT-. F—ILRBRIKDE L
IRAEE ISR R A xR & T 2 BEFREDOEANIIER
ThdEBx LN,

BAADQHIV-1REREMPEISRESh D FT D UM
ERBEOBEN

FESH =, HOA = BREWHET), HKARE,

W (BEE BB, gL, THEEHR T,

A5 (R NIGERE, T A LV RER), TRYIERE, 74,

364 (2000)

T HIV O 5HED 22\ W Y9I o B AN HIV Y
FIZOWT pol SEIMOBEBTINT 2T o TofER, R
v (ZDV) OZFERIMMEICBHES 2 RT HOT0F R &
216 HICT I/ BEEBEO b, KBFEIL DZV Mt
PR BRI LT 2 LR S iz, SRR AR O J&
Bz 7T AV BETIEHRE SN TS, BHARTIEIYD
TOWERTHS.

EES
43
360-

AVINIUFYSLIIAA, BEEZRAL TREFMEELR
REZEE v FOERKRMREH

e (RER+FWBE), AFF5L (G35 R R
Jbt), —HASF (HARSE R, EaEE (WE
JIERE, U A VRER), ALE, [LARE—, HITEZE,
EARLES, #HEA T, TR (FEEmRFRR ,
SHIAE GhRINEERE, v A L AE), BaER (B
AERE D), JYERE, 74, 1032-1037, (2000)
AN O AR, B RN ATRE 2 RE 2k
% v b, Directigen Flu A+B Z &t L7z, kL LT,
A V7NV YRRBE O SIHIER SR Cirftisls L O
BARGIRTERRIR) 2V, K%y M, SWHEKS KT
RO X v b ER%SORE, FFRE, Rtz RL,
EBIT, ABRIEBRIDOTA N ZAEZXFITE S Z LD,
A v 7N OB I L CORB AR L L L
T, IVEHTHDLEB BN,

AZl . BRZEANTEZL VLTI I ARES
My FORBELHES

THAZER (A, EaFER ()&, v
ANVAE), N ETHE BEmfr), 5T Ok
M), ZHEAC, EaER (BARMERR), 4
HIAZ )R, 7 A L 23), JYuiERs, 74,



1038-1043, (2000)
ABRBIONB ARSI I N ERET S
B Z W% ~ b T D Directigen Flu A+B 2D\ TH
MR E1T o=, A¥ > ME, B hOA T UW
AL ASSEERRA (HIN1, H3N2) AI13kkis L r B A
LOBRD R TITHR L CTHPERIG R L, Pl o 28 B0
MTOEIHELNIR-T. T2, 47Nz FLSE
DMERIRR T AN A LIRS Lo, A Tz
P AN ADRERZHNTHE v FORBEIRAZRE L
7-& A, 7.8X10°~4.7X10* pfuml TH-o72. AF
v ME, BELORELREA R TH Y, o127
NEYBWIY Y b ERISEOKE S FFREZAEL, AR
EBRIZENTEDZ 0D, ERIABIZB W THAT
borLEZLNI.

1998/19995 4 VI LT U RITHIChIR MBS HEE
ELE/MRBIDRE

KEFNEE (BRI REE), ZENB Y (HRTT

BRBE), RIGZET CNHIETEREE), SHEEE (B

TR AR, R ET (B R PEb), =Rl

2T (FAESHIETTEEWED, FAaSE Bk

St RbE) , EILEZ (Ba ¥ 7R, FEREF

Wi SLHSTEYRET) , g (RS2 Bwbe), INERE

e CDHEIRERTRERD), JEERFHFEE, SFLE R

HWWF, UAVAER), AT, MEBET (BT KRE

), Ahsk/NERL, 3, 260-265, (2000)

FRZ BN O10EFR 2BV T, 19994E1~3 2/ F T
A TN T A VARG D FARARRRAER &% L
TEGIZFER L, TOFES R, BRTR, WMEE S
THET O 2R AT, [FIRF OB S 7z Rikaie
TR A LD RNA v T T A L R SR Y N % st
B Lz, A7 m oA )L ARG 5 R
BOHEDBIERFITAE R L OIIHA LN o7, RBIE
BOTHEFTIZWVL O ORFAEEN DN NE
BThholz.

Evaluation of Virosec-HIV Version 2 for HIV Drug
Resistance [Virosec-HIV version 2% fV /=1 HIV
FNZ 3t D MmEZE B o]
mHHE— (X7 —vx)), ZHE, HE (&
), FREAE=, oA = BEikmeaeh), saR—k
(Saint Vincent's Hospital, Sudney), JIIHNE%,
PERRE (B TTRE ), FEHRF (BT Rpib)
IWHFRE (B b~V 7 U FEKR), OEERT, 4
HAE FhE)IEHF, A L AER), Jpn. J. Infect.
Dis., 53, 203-205 (2000)

HIV-1%7 %2 A 7 E &9 O FEA M2 R s o
WatZVirosec-HIV ver.2 Fvw FZREWTITS &£IC
REFTITo>TLSAE (BEER) &L 24820
BEMRLFAVTHEALLER K+y b BEEH£IC
BEEIL10"'copies/mI TH-o1=. £f, MAETOHER
F707F7—EHEEFICEET 5MEEETIE30,46,4
8,50,84F 7 = / BETI100%—E L 7=A%, 90FET94.3%, 8
2% T84. 2% D —HETh o=, WilsHHERICEE T
HMEERIZITEA L —F LT,

Inpact of HIV Type 1 Protease, Reverse transcripta
se, Cleavage Site, and p6 Mutations on the
Virological Response to Quadruple Therapy with Saq
uinavir, Ritonavir, and Two Nucleosside Analogs
A0 HIEIEICIT D, protease, RT, p6,
cleavage sitefHiik % & {eHIV- 11815 1-fEHT D
BRI E 2 ]
Gilbert R. Kaufman, Kazuo Suzuki, Philip
Cunningham (Saint Vincent's Hospital, Sydney), [#]
HHE— (= A7 — Lz )v) [ ERBRERT, 5H6E (B
), o A v AER), John Zaunders, David A.
Cooper (Saint Vincent's Hospital, Sydney) , AIDS
Res Hum Retroviruses, 17, 487-497 (2001)
xS, UbhFEL, 2 00MiRERAEREA O
FRAFIZEE LT D4 240 HIV BREICONT,
FAIMEO R 52385 2 Tnwd HIV BET0 7 U
— VYA b, gag pb, TuT T —F¥, WIREMEEZEEG
T ORI ZAT o 1o, WMEHFHIBT OFER, Tu7r7—8
FREANC T2 1 REROHELE gag p6dOTr Y Y
Y FEHFTA~DT I JBDA Y — 3 VRTE T A LA
OHFEREICH B Z B LIELTWD Z R I NI,



fih 55 8 B} W X ¥ 8%

CERk1 1586 H~FRk1 245 H)

BERANMYI T UBhOAL VI T UBORHE
LT, JNAWET (WhZR)IERE, BRI B
5, 42, 45-47, (2001)

HPLC \C k2 &MY 7 — o BFROA Y 7 = R
DOENEERGFT LTz, B2 K T L CRBRISTR 2 7
#1, HPLC THIEL7-. # T A% Inertsil ODS-3
(4. 6mm i. d. X250mm), BEFEIZ0. 1% VU EEx Hv,
Pl ImL/min, HEKEIX UV 210nm & L, 7T A
BEIF40C, HEARIF20u L 2L 7 UlzA Y
7l LT0. 1% KON, 4% 8N L 72 B o AR &
ZEIERE, FEN98% (CV =1.5%), 99% (CV
=0.5%) TH Y, EERFIF0.05% Th o7z, Kkl
7T UBORERBRIEL LT, BERRICAESRGEL
Ezoib.

¢ W

b=l

RUBEEZILHGETD IR IIVBIATILEEE

Mt (ENCfD), Filir = &), &
e BEANER), HTEFEOR, AR ¢ CROSEBREEEET &

wEREE 2 —), LM

42, 48-55 (2001)

19984 IZ AT L 72 Br B8RRI D\ T, MEFRD 7 &
NEET AT )V (PAE) i L7z, 9§ X TCOETENL T
AN 2T AN S, i &7z PAE 17 2L
fe A Y ) =)L (DINP), 7HNVEEY-2-TF )L~F )L
(DEHP), ZEZNBTFI, TENLERY ) =), TZ
W T FIVOSTEIET, TOMOTEAIE LTT Y
B U Y- 2- T TF TN ST
DINP (348 A bt &4, BHEEFT1% R bR <,
RWT DEHP D208k (29%) TH-7=. DINP D&
A H#1315~580mg/g, DEHP 32. 0~380mg/g TH - 7=.
ot s PAE 0L A Sk DEHP & OfOHH
Thole. ZOMEIZLY, IEOW AL DINP 28
TR TWAZ R TE .

[ (!Jf‘éﬁﬁ) RS,

Mulberry Leaf Extract Inhibits Oxidative Modificat
ion of Rabbit and Human Low Density Lipoprotein
[(REHEHMOVHXRUE FOEBLEEYRIU/IVE
DAL E M RIFTIMHIER]
TR, NG RSN, BRIERE), A
HErE (B K, 3K22%F) Biol. Pharm. Bull., 23, 106
6-1071, (2000)

ZIEN ONEIED T X ) — Ll 4y (MLBE) % 5 BE8h )

ICEREES L, MIERERED EF R OKRBRNED
B A 435 & & 2 LTV %, ABFJE Tl MLBE
KT isoquercitrin D HLRILERIC OV THRET 21T o 72,
Quercetin, isoquercitrin & ) MLBE (% DPPH 7%
NAIDOHEEREERBDZ, /o, B NERUHXF L0 E7-
RIEE Y NE Ry B oIty = AN KD TBARS 4
AL, S OIIREY R T BEOIREEME
b T o Z L E2BO, UlbEDZ EHBH MLBE (2iX
TN BEEICLDHBILEEZA L TNDHZ E2RD
Too Flo, ~UAROBEIZEID 7 TR 7 A FEFEERD
TV arEWRLEZZENS, EHDIE quercetin
KO kaempferol 251255 Z & i)*?’%ﬂi iz,

Studies on the Constituents of the Leaves of Morus
alba L.
[(Morus alba L. DEDBERIZET 23]

THAER, B E (ER)IEE, BRI,
LT, ARTHZET, BEARRERE (B K, 325%%), Chem.
Pharm. Bull., 49, 151-153, (2001)

% (Morus alba L.) DIEOHIHME Y, 2071 =
T TN R EOEORBEROH I 3LEW KL T6->D
Bt 11t & # isoquercitrin,
skimmin, roseoside Il & benzyl D-glucopyranoside %
HEERE L7z, #idib&®oe  LDL fifg{big % JlE
L. LEEMTmOHTIRRIELEE 2R DI,

astragalin, scopolin,

MBIZkDS5y MNP TSRAEVELUVTSRAIVEE
EHOMEICEKETEEICONT
ANE T (RRZR)BSATE, B SRED)

277-284 (2000)

MEZ L D7y MR T FZAI LV ROT T A I HE
EEOEB %5, 12, 45 60 M imOMEREZ ~ b CTHFt
L7z, WThol ﬁ“f%%@ﬁmﬂﬁi DNH7TAI R
PR BIZE D o T2y, LB IR 0 5 B X 7 h>
S, Miise EHITTTAIVKORT T X I RHEEME
IR T L. 777 2 2 UEMEIC R T iR 2 B 4
INT DS o Tz, MERAYIBR LI MERET >~ T
TARTGIOF =MLY IEMEIFE T L2, 7 A MR
TRy TCIEHAEREIIA LN ehoT, T b OREE
MNH, TAKNT A — VOB B REEFRTE M CTIER
KZFHZ L, £, Mliv & & BITHIAREERTEMENME
T2 Z EMIERC LY MAE R A2 D —KTH D FEE

BAFE, 49,



PEDS R STz,

EUFEEHORERRICEFIE LY/ P FO/BEIS
2T

NG T, BRI, B, B

i1, EronE (ELfih, st 41,30

3-306 (2000)

MROE > FEEFEHNIE T A = v MR & OfHE
REBUBRRIZONWTEY Y ROEEEITHI L L BT,
TERERNCEIZ LTz, B/ v FEAEEIIE A H7- v o.
2 mg BENSLH mg ERIKICEVIERS 72, 2D
2, SMETITHEMHOTELZBETE, T3
RVEMIA R S Te, HERROREEITH L' T35
FHEICOWTRBEOMF 21T o7 & 25, X TOMRE
NoHEFEROCEMBBIE SN, B/ v R 5~14.
6 mglg N E N7z, SRIO/ERNS, B FXEEH
WS THEEZITIEEAEEENRRVEY ) U RR
M ENTZN, Tt FEORYIARR L. HWFR
ICETITARWIEMR L FE LB TGRS IEALT
WD ERFEREEZ BN,



Occurrence of clostridia in glass bottled foods
[EVEHBRRICETSIV0RA M) T4 LREORH
Kkl

R, AIEEL, &)1—RE, @2l ()4

B, B5EREES) Int. J. Food Microbiol. , 54, 213-2

17 (2000)

HIR SN TV DAL ONEEDIRIED & FHO R i
0 rax )Ty v LABEOBILEITo 7. ZORER,
IMRIE (22%) LV AREOBREBFRO bz, BH Ik
T, A, Fryv s, w24 —FK, bAaYa,
HELMEZ L—2r Thoto. Fiz, SN RIIZ
FTRTARZGLT VT #ETRES RO TH-
7=, —J7, DAY aBEeRY Y XAEE Vo RTE
XS Nehrotz. F, SEIOFIETIIRE L DR
HIED LIS RIRFICSE G L7z, T OME, [gEiRe T
A B U TR IR A T2 D IED e b B ERICAHE 2 R
HTEBZERHLNERSTZ. ZHHOEAEE, &M
foruA M) T4 U AREOREEITINRVIEN L&
TETLHHEDOTHY, ZHNHREMDD DKM
ITAES R ZMA T ERRORBREEERE LTS Z
EBRBELNWIEZRLTND.

Taxonomic evidence that serovar 7 of Erysipelothrix
strains isolated from dogs with endocarditis are
Erysipelothrix tonsillarum
[RDLARRSE R IR P MER 7 BRI B ERI
X Erysipelothrix tonsillarum <& 5]

AR, AR, REFE DL (BARE, B¥ER),

PREBMREE, FORB 2R (o2 R, £ SR ED) J. Vet.

Med., B 47, 311-313 (2000)

ROONES L0 538 S 72 R PHE R ME R 7 2Rk
[ZDWT, AR e 5 N DNA-DNA i[RI ER
ZENE L CHOBRTRIME ST ERF LA, b
BRI CAATIC T 2 BT fE & L CIRE - mA LKk
Erysipelothrix tonsillarum ThH 5 Z LY LZ. Z
DZLIFINFETKIZBWTIEREMEL SN TV £
tonsillarum ¥R, KRIZX U CIWESEEZRTZ L 2R
BT5HDTHD.

Modification of sorbitol MacConkey medium
containing cefixime and tellurite for isolation of
Escherichia coli O157:H7 from radish sprouts

(HA U VRIRD b ORFE HMMERIEE 0157:H75rHED
72 ® CT-SMAC EXEEHOHKE ]

BREMmE, ML, SEZERL LS (&)

B, BESERIER), EZ R RS, W

PR, SHEEHE (ES &%) Appl. Environ.

Microbiol., 66, 3117-3118 (2000)

B D ONGE HIMPERIGE O157THTME M & LT
ZHETHWHRTE 7 CT-SMAC #REFHIIZ OV T,
AT LVRENS OKREOBECHES D72 OB B Z2AT
o7z, FORE, CT-SMAC ZERH:H Eizk\\T 0157
DEHEMERICELL L7z O15TLSND B A T L KR Skedk
WZOWTIEA RIS R &z CT-SSMAC ZERE:H (1%
YU K0.01%4- A F v XY 7 2 U -3 -D-A
Z7 MEZ ¥ Nl CT-SMAC #XKi5#) #H\nw5Z
Lk, HREKOI%EEEO TR DN B-H
T RNUE—EBOFMIZL 5T OI5TLERITHZ &N
A[REIZ 72 o 7.

Influence of sodium chloride on the B -glucuronidase
activity of Clostridium perfringens and Escherichia
coli
[C. perfringens 35 S E.coli D B-7 N7 v =X —LiE
HICB IETHIT N Y U ADEE]
FREMZ, ML, @R, ILHEN (5
WF, #AEEES) Lett. Appl. Microbiol., 31, 255-
258 (2000)

HAET B T L DOBNMEMERE T SR TH D
B-7 NI ua=F—BIEEIIBS T TEEL R L.
ZORER, v NMEEHE C perfringens & E. coli DA
YEY MEMIBWTIEINDL 2 HEM TENE R
EZTHREICEVRALN. £, BNORBEEI
HEEZBREIL TS T NI UL, BEBIONI VA
ZEGR D ONC RGO IR E LI ERP T v 2 7
MLV OBREREZRKF LT 2 A, MEMEE HERO
FIFTCIEEDNAEIZESRDZ NI LN E 0T,
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ARG R IV

CERk 1 246 H~FRk1 345 H)

BEF 4 USRI RIC L DERERPOERY
ARIEEMOBREDR

A OEW, Rigte—, HiHET b)), A5

BEEr), thAEkirE (ESZBRBEAF), /NEFSFthide (U

BRF), RTHE (8 LHERTY) SBNREFSHE,

3, 13-21 (2000)

FENZEXTOEBEETHLEY (VOC) ¥ JE % [E
filitt & GC/MS Z W CTHlEL, 3 FEOmLT 7 o
fb 28 G RIS K B BNZESH VOC OFREIZOWT
a7z, BT OEMRETO VOC IRE DR H A
i, 6 HMT 14.6% Th-o7-. rrxzy, I LB
TR U AFANR B ATHONT b AR A 28235
b,

T-VOC DOFREZRIL, LT ¥ i 22 [iE i o
T L IR 7> Cie. BN T-VOC DOFRERIIFEH
REET 36%70° D TA%DHEPH TH 7=, Fiz, BimFD
R r7aaXrBrDCBOREE, TV 7 4 vE—
ORI T ¢ VB — 0 B 7R B 2RI (W51 190
~ 310m*hr) THiFFL7=. DCB % 41%x% Sz,
FORERITI IV, FLLD BERoT. B
BDIRETORHILH D03, FBALT & 2 AR Ze KIEE R
FENO VOC IRE LBt T 2DICEH Th -7z,

ANKBDAmesERREHRBRICE T T 4 X0 B EHEE
& 0 A

A OFEA, SHEF (ME)IEDE, AERER), &

AHEZ ., KR — RAERT) . # Bl BOREE

RF) . RN, =i i (BESLAREAER), N

SEHi CROTERBLRT) BRBifks:, 10, 573-579 (200

0)

WK D Ames 2 RIFHEREBRICK T 2T ¢ A 7 BE
R AR OWAMEICOWTRGF Lz, 71 A7 1T S
NEERBEMWE (7= baF4y, Z7aL Uk XA,
vLy) L, 7T MoEREERF AL TCHETAZ L
IZEY 87 ~ 98%[EIN I, ZTOLEEIT 6 ~ 1T%E R
7k R a5, WRINEO 7)oz T 54
RIFIEPEZ 70— b U DRUE RS R O 28 BIFEME & b
W LToAER, 7 A BRI O 2 BRSO 5 53
EVMEmMER L. ZNSHORENS, T 0 A7 BIEH
IO Ames ZRFHERBRICAHNTH D L& X
bz, E7, WIIKO T L—as 7 NRIOZERJFEMEE

73

F BT VN FROREANAERE S D BB EIC LD
FHEOBENZ EDNRBENT.
Molecular-isotopic stratigraphy of long-chain
n-alkanes in Lake Baikal Holocene and glacial age
sediments.

[ A Vi o et I L OOK SR H O FEEH n-7 L
73 v DA RN 53 RIRL AR 7

David Brincat, IWHAKR, AEERE, KRG &

SERTF) , BRY AD (R )IEAF,  ARTEBREEER)

Organic Geochemistry, 31, 287-294 (2000)

W22 TG DA ANVHHEREY =7 o Tt
n- 7 IVH DA, E LT, DR RN A T~
2o BEWYOEDT v 7 A THRPIZA NS L 97
CPLrs @& M (8. 7-10. 8) WESH OCo) n-7 V5 v T
g3, BEEFEROTENHEN Iz, n-CaT VT
& nCa 7 NV DIFERITEFHE S oK, Rt
MoK OKBEEBHIC PN Lo, 3L, i
F T L 0 HER STV D RIEEENC X A AE4
ElbER LT D,

TERNRNLIARGHT OFER, a7 HTEDOY v 7 ZAHK
Co-Caun-7 /LA D §°C fHI%-31. 0~-33. 5%0 T —E DfHE
R Lic, ZORNMIRHAR O IX, C3IHARRE %
FIHAT 2HMIC L0 BB ENT n- T Vvl 2 & FFS
FTWd, INBOT—ZIE, RO O AR
FO §°C fEIC i L OKM o HER MW h o2 F R 0 C
DEAD I H DO BPOKINT I 1T D A A VIR KK
O CHEMOZRITHKRT 2D TIIRWI L2 REL
TW5h,

LC-MS/MS #HAW-ERIBB#HAEERERBITE
DIRE

R, HTEETTT (RERIEDE, AETRREEE) K
WA HEE, 69(7), 30-34 (2000)
EAREEGREE & UTHICE S 4 oK
Rz 2,4D, RNV Zavn, ILKRTTY)
{ZOWT LC-MS/MS % AWz —F0WiEDRR %217 -
7o TNENOREFEITIZL 7 bu A F L —IETA T b
NHEET, HART T UNIRYT 4 72— N, fthod 35k
WER AT 47— RTREERS B Shi,

MS/MS HIEDHY) 72 /8T A —4 — (—B B MEMmD



BV A A A OEHEEL, collision energy, —EB¢H I
BEMOR Y IABA T OEEE) ZRINRTHZLITXY
B2 BERRF ST, BRI 217 5 BR O BRI
RISBEMED & ETmnoTo, AOIEIZR T 28R TR
EIXEEAD R L EEZ S TR LEEGD 2 BT
7,

Analysis of microcystins in sediments using MMPB

method

[MMPB i£%& W EE T D X 7 1 & AF 2 D537 ]
dOESE, BRSO (ehaE)IEERE, ATEER

B, A=, e (B3R Toxicon, 39,

687-692 (2001)

KPTOI I/ u v 2AF OB ZEET LI —BRE L
T, ERETESTDBRECH ST EEFDOI 7 v R
F L DT RS B IEE VTR LT, 2 OFER,
IRV AFUOEFY Y (MMPB) % GC/MS
THTT 2L A7 ) —= 7 HikZERB L
Too TOFBEITET, W LIZEZRE A Y/ — T
MBI, -18CTAHY v EBL, £0%, £ L7z MMPB
B % 14% BF. T A F4bi%, EI-GC/MS (SIM) T
T 2D THD, RiEEHNTHE CHRILL 72 J8E
EoLIcL 24, LIRE6RAENE I 7 n v XF
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