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BEESBHERAERMDE (RBDORLELHFHEETFRER)
SHEMEREE

BRERIMEICBIT 2R, S B I TRERFROHEEIZE T 55

518 FEE
WEEAE

REY 27 ENEEGRLEEFAFTRLTER
BAREK BARKERFER

HMRER

BIZD LC/MS DWW LCMS/MS DB WT, v F ) 2 ADEBEZRI D
WCHEERNENERILS. BEERNEIZ 1 BOSHOHICRES 4-6 BIEKET D
VERHY, RPN RBELENTAEELBEC IV EERVCEBENSEL
T 578, BEOFETRYF—F L TARENZEZROIZLIIEETHS. KPR
T, EIREROEEREMA2HET A2 B EERFMEICERAL, TtORERVTRE
NERDBFEEZRHFLE. 51, ZROREDOHMBIRICBELRML T, 21
FMoviar—vavreEmlL, BEEOFMETo -,

TORR, REBRELS DERRETIE, EALETIEL LI, BELY—/7ER
DR, HAWVTIT RV I ANLDOEBIZEL YV RERNSATANENDZ LBALMNE

ot

A. BFEB M
BRPTOBELZOHTITE W TIE,
GC/MS WX LC/MS D & 5 2 BESHet
FRHRELEFENERAERTWS.
ITHheDBRERIIBRECENLTED,
FlZ X UV REICHE L TR ORLE
LB 7V =T o772 BRHITTES.
—k, BESWICXA3BRBIZBWTH,
A BBRPICRETDIRAE~ MY 7 AR
SN, BREHEYDOAL A AERITKEL
HEL, MRREHEDPOEELLIIAR

HDE—IRELRBILFEALNATND.

CORBRFZTOEETIH, BEELBKRT
ERLIZBRERTIX, RBTP0EORE
BRkdohizw, A FVLEEBOER
FMEL, ELWAWBR2EGH DI,
BN AENTEEZEMTI2FENDS.
BIMLAEANEEI TR EIZIER CES
BLDHDILBHM/FEINDDT, 41 F 1k

RERELELTHLELWEREIEGOND.

LML b, 800 BEL: LWL D S
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FRHBBRBEL2 T, RMEONEEEH
RBIELIIHEETHS.

RrANEZ2ELTIC, < VI X%
X4 FVLROEBOREEBELET D
FEE LT, BREMERSH . EER
mETX, ABICEREOSHNRY %
BREMICEML TN TS, SohicH
EEEFEMEIIHLTS2y L, B/
TRECIVEREETEDS. ZoMH
REBROXORAN, TORBPICHFET
Ao ahogLis.
EERNMBICL2EETE, 1RBO
EBIZ3SBENRSLETHDIZ L, BB
FOR/THBORELHFMTL2EOBER
WX, BERELRTEHIEEILLY,
BEOAYF—aryTiTbh3< ViR
LiIcky, BRELHDADVWRTFENZIZRD
BLENHETHS.

ER1 7TEEICIE, B4R EREI
BIAAEBECEEREE»OERERD
BERREREZ RO D HE Vi, BEERMNE



OERIBERICLEAL, FEIPZIZKRDD
FEARFLE., XEER, EBROEBE
HREBKRC, BEOREOBELHM
LEREEZaW T LiIcLy, EER
MEOYI a2 b—a Ty, Bng
ELEEORFBIZOVWTRE L.

B. BfREFEE

LC/MS IZ L B2 BREZD—FRRE YD
HMHBELEROTHWHIREND, v VIR
LRV A F B EGHTEEHESH
TWHRELZSEBE(/L—TA),LC/MS
CIZBEZD—FRRBREI?»b 78
B (S Vv—7B), BRLE. BRLEZE
EEUTIEFRT.

LC/MS L L2 REZDO-—FRRE I %
BE :
THEAFKAR

A7) TF

£ FaxYy s

ra<7x) YR

TE T} N

F 7=y F

7Y Rx—h

75FFAINT

LC/MS ICX 2 BEZD—FHBREI X%
B3

FI7xANTOY—RAF)N
Tasxi =) ’
TAFXRV =)

CrvarSa vy S
FUTZAARNT B Y—RAF
TIINFNT o

B AT

INLDOREIZOWTHWEELZRRL,
TROFHEZHRELE.

oy BE &1

HZ7A €18 ARE2 mm, & & 150 mm,
HIE 3 pm

A7 ARE  40C

2}

BEHHE AR : Somol /LEFBET V€=V

LAKBEWK, B : Somol/LEFEET v %
= A RAZ ) —VEIK
AR :5ul
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[Nl e
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200 ms & L 7-.

BRHRBRROHE

BZREDODHWEMIZESTR—RTFT A
UF—HEIYAL, FUMI BERICHKE-
TIAXRG A2 %HE L. HE
BEARAY 7 b7 TOCOZAWE.
DRTA—FLEEKEY—7OEEND,
BRHBREZEELE. EEBEORHBR
FR2ITRT.

EERNEDOSY I =2L—Y a3y
REMEME L TAH VU P EREEER
L, ThZh—FRABREORBRB T E
REVWHEHBBRZ/ERELE. ZhiT kR
BEZFEMLEBEZ LCMS (2K 05
WwLENREFhOY—EEEET.
EMBERIR2ICTLERHERBRARABE
D, 3, 4,5, 6,9, 10, 11, 12, 15, 18,
214 & L7,

BMEINAEREROT VA

EHIIZEMBELZTFT. A~CRRHE
hOBEXZ3IEL, BMULOREXE
M, 5%, TIELTHEBICHYTS.
DLERREPEENI L L, BRMBE
HHEEADPEVERSELRENVEELE L.

C BIREHR

M1icF 7z ANTars—R2F D
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e, =0 ®Bplt K& )4 XBEN
TW3.

H2iciRF 7oA Nnyayry—AF )
OEMBELY—7EBEEZTT. XKE,
FLrPo¥bhbicEMLTY, BRE
BoBXIBERL Ao, £, B
MBECHTIY—7EEOBKRIEIMRA
BIETH I N, RBREATRCEBEND
S kBERBRLN, 2&¢ L TLIEI
MiZi > T3, HEBEFREITXKED 0.93,
FLrInR0.996 Thot-. i, GIF
Lo TR, EDfitlofk. H1
Dru= b7 AIZERT IO, SEO
WMBERXBRHBRIZEL, /4 X0E
BEZ T TCr—7EBESIEHLL T2
519, TOLIRFERE o EEZ
bhb.

B3k, 20ay o kiz, £3
WWRLEBNMBERF—THBLBNES
Hthig s BE A ENR-. SRENLEHE
LEEEREROBEXICIHEBNRE LN,
ERETCORRKEROBEZII/IEIRY
AR KEL 25, FIZBERECORR
EROBERXKEL, A3 /hEL<23
EWnols, WHBOBEMXRLIS.

B4iAvoroiconT, EHEMNRY
— L COREEEZ 7 2y b L7 HEEhig,
BRIERELOELLE. ZOL5IZLT
ER L7-ERE®RN, EEOERERNE
TROONDIERERD. A~CHREIE
REN3IT, FMBREGZHEIZERZ > T
5. BEDNEVALDLINIEID TR, &
ROEI2EBOEHICLY, EiFHHE
DEXNEETH. EERMETIE, )
REBEE TR EBIHELRD12D,
BHEXDOEHBIHEOEBIIKEER
TAHZLIR, BHCRBTES. £,
E—/7mENPBREICNLTERTHRERL,
2L LTEREMTCHEHENNIIRS
ZEhb, C, EOFEMNAEY—THEE
BEBOEE B/ RY, XUFHBK
L B Lo, HESNEREIR,
KERBREDNRALAT A%EFRT.
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KAKRVSIEIA~EDERMBE ¥ —
vDYIab—varhb#EIShER
BPoBREREL EE(A~CTIX3,
D~EiX9) TXHTH AT RETT.
¥/, ISRV 6ICRNRATAEZTT7
ELTRLE., ZA—TA, BEbiZ,
ADEMNRE = TDNRAL T ANELEY
INEL, BBREOEMEZSAE R —
TRREBRALATRLEEZIBRERALN
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2. FEER

REY ZF, BRMRK, KPE, $PHHE
EF, KK B, KERE BEERNED
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121, 591-599 (1996)
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#£1 B} LEBED MS/MS GHEF

T —7ABEK
RT | H¥8 pos ne

MW |precursor| product |precursor} product
A1 [ZHAFKRR 0.82 324 325 183
A2 |ARFIOX/TR 1.12 368 369 149
A3 |[A47a/\)AT 1.15 320 321 119
ISR EEFEYPIS 1.15 394 395 175
AS (TFR2x )L 1.15 474 492 331
A6 |F7O7=UK 1.19 291 292 171
A7 |[ESVUR—b 1.26 438 439 91}(290 143) 4
A8 [25FAHhILT 1.32 382 383 252
A8-2 [25FAHILT (2)* ' 383 195
In—7BEEK

RT ﬁ“iﬁ pos , ne

MW |precursor| product |precursor{ product
Bl [F2xLRA)INT70U-2AF) 0.5 388 388 167
B2 [|7axxi =)L 0.57 275 276 81
B3 744 F =)L 0.73 371 - 370 127
B4 IUrairdov) 0.86 234 233 161
B5 [FUDIANLDQ-AF) 0.92 493 493 264
B6-1 |72 A NI 1.04 361 360 316
B6-2 |7 OILA NI (2)* 360 195
B7 RAY x> 1.04 438 437 195

X T7S5FFAINTROET IV IANFNT =i, BHOFETRRERE LD,
(2) DERBTEELE. '

24



£2 BELLEEORHRARE

X3 BB % (ppb)
THERAXFERA 0.258
ARXTT7x)TF 0.442
A 7ax) T 0.14
suvwT7x)TK 0.1
TR TN 0.141
+ 7=V F 0.376
5/ U x—bh 0.293
725FFNT 0.1
FIL U/ ANTO —RAF )L 1.2
TueXx =) 14
TAAxX =)V 0.5
TryaprZzav S 3.3
NV ZNVARATB Y —AF ) - 0.24
TV IIVANT 9.3
HR"Y AT 5.5

K3 HEMBEONRE—
A 3 4 5 6 9
B 3 6 9 12 15
C 3 9 12 15 21
D 9 10 11 12 15
E 9 12 15 18 21

BMBERIRHRARECHT IHTERT
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£4 IAN—TAREDOYIal—variER

X8 Lo
HeiE [MF7AW|HEE I ATFAX%
A 0.79 -73.6 415 38.5
B 0.65 -78.3 2.69 -10.4
FHAFKRR C 0.63 -78.9 3.06 1.9
D 6.18 -31.4 5.08 -435
E 5.92 -34.2 7.60 -15.6
A 2.24 -25.3 5.89 96.2
B 405 349 9.80 226.8
AL TIIVR C 553 84.3 16.67 4558
D 16.59 84.4 22 49 149.8
E 17.61 95.7 63.22 602.5
A 2.45 -18.2 3.60 20.1
B 4,20 40.1 6.94 131.2
f47anyhng C 4,00 332 5.44 81.3
: D 17.50 94.5 23.93 165.9
E 12.11 346 14.92 65.8
A 1.95 -34.9 3.92 30.5
B 5.83 94.3 6.55 1184
Viskc ok F2 C 842 180.6 7.01 1335
D 34 51 2834 2254 150.5
E 34.90 2878 18.55 106.1
A 283 -5.1 3.67 22.3
) B 4.76 58.7 451 50.5
TH2x 7 C 5.63 87.8 441 470
D 20.23 1248 12.42 38.0
E 18.30 103.4 12.25 36.1
A 2.80 —-6.7 3.76 25.3
B 497 65.8 6.41 113.7
+7o0F7=YF C 5.87 95.6 12.33 310.9
D 2293 154.8 21.44 138.3
E 17.34 92.7 56.25 525.0
A 1.52 -49.3 517 72.2
B 1.69 -43.8 6.04 101.3
ESsVk—k C 2.37 -21.0 8.18 172.7
D 9.79 8.8 10.96 21.8
E 8.93 -0.8 18.15 101.7
A 0.85 -71.7 3.23 7.6
B 1.73 -425 5.88 96.0
I5FFHhiT C 2.55 -15.0 8.49 182.8
D 18.27 103.0 21.76 208.5
E 9.37 4.1 27.44 204.9
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£5 AN —T7BEEDIVIaLV—VaUER
AR FLo
el [ 17ZX%|ERE [ 1F7A%
A 4.06 352 4.82 60.7
. B 5.35 78.5 4.93 64.3
7'7./1_’ }7:;',’3 . C 478 59.4 4.98 66.1
D 15.58 732 | 13.34 432
E 12.50 388 | 1240 37.8
A 3.58 19.4 4.41 470
T B 5,09 695 6.85] 1283
TREXLZIL C 807] 1690] 1827] 500.0
D 1800] 1000 2536] 1818
E 2332 1591 | 17854] 18838
A 3.60 20.1 4.64 54.5
B 574 91.2 733] 1443
FAEEZN C 9.79] 2264| 1258] 3193
D 28.411 21571 2510] 1789
E 3127] 2474] 5126] 469.6
A 4.06 354 455 516
B 457 525 3.92 30.7
soaFayS C 6.23]  107.7 815] 1717
D 15.67 741 11.78 30.9
E 17.00 88.8| 2465] 1739
A 3.67 225 2,93 64.3
. - _|_B 5.41 80.4 6.28 | 109.4
kv 7"’;‘;‘,’3 aid c 537 791 5541 847
D 16.23 803  13.59 51.0
E 13.38 487 | 1244 38.2
A 3.87 29.1 5,31 77.0
B 266] 114 708] _ 136.0
7oInANTI [ C 702] 1340 5.41 80.2
D 798| -113] 19721 1191
E 2433] 1703 | 1343 49.2
A 295] 251 2,05 ~18
B 2.08 0.7 7.39|  146.4
R ADTY C 6841 12791 16.71] 4510
D 11.54 282 | 45384 49427
E 33.86 ]  276.2 | —236.66 | —2729.6
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B1 ArvroiFEMLiEEFdZarAAdaryr—2AFAabru< N5 A
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EEFBRENRARADNE (REDOELEEERFREENFEEE)
SEMAEERTHRESE

BR MY 7 RS U EERABENRORS

EEFRE RE K ERBRIKRE XERI¥EN #ER

MEER

BRPORESI CHERINTELILI>IZ, FEEMLIOHERX, XY F—Ta &
NERRETHRZBLIILBERTH D, MEHRBRDOBEEL., TOERTIERAL
THHIB, MEBDRBR T, Z2ONRYTF—2a 0L R 31EHRE (BRE) OR
EHEBBOTEHLY, S5, BEETIHERIL2»BDIZ, LY RELRIELE
BEICHTAIHEHERELIET > TS, THLEEFITIRZID-DITE. BAN»BOD
EHSBERORBLILALEZOLNS, AL, ARRABPOEEENICEH > THE
L. ThzEBETCHELEE, TONBINEEETZ2TOEEHRB LK, o
=—HBLERBRLEBRTHIIENTCEE, €2 T, AMEATIIFER 17T 18 FEEIZ.
AHSBMENORE. BIUCEE E., B, EEARBELSHE., RLEICL>ERWF
EITWVW., TOEBRFT— S 2EBM LT, XFER,. EEARELYHEOEAE
By, BLHBEOEBL2GEAENL >~ AEEICERTIEEOEREZBEL. 20
EARHEZREZRE L, TRbb, BRETEV TV —, RUO~A 7 a7 o —#if#
FU— b EFHHARH-RNELE, TORR. BEQERBROINNELS | FHI ZHEM
TEDHAERMBEEZPRECTER, $o. DEHEBEOEMBHEIZ., RN XAT 5 —VPELE2
BRLTOHRARCELEAL, FAOXFEREZMAHEKELHELL,

A. BIEBE® BRO2BH D,
BRBELERBRELZRLLEETCER T FEEIMEEE TCORRICESX,
B0, ZRbEHRFER. BEFO Percoll & E AEE Lo BEEN . BIRB14
HEYHMREEEENIITETHI LT BROESCEBRATEIZHEERFELH
b3, tE2OND, BE. RS WL, TORBIZXZDEES RT ABEE
Bl L 2ERBETIR, £FETHIELHR DIOITERT—F %8B L LI,
FEDDIC, BHEESEREO VST Fio, EEEHEEL LT, ThETIX
ABBTONRZNZ ERBBERATHo -, MREE R OB VD S MR AT 2 H B
FTD, WBEDBROAR % FEEEFNIC THOARBOREREELER L TX R,
SBEL T, FEEEMICHEAELRE L T SEEBRCHREXRDIBESEELXT
L. 0%, BHRETHEITIIE, F#f i, ENEICHRELHEINT LE
BELEBEOREENPEBD THWHERT HSEREMELR DB O T, JOREOEER
—ETHLHBFEIND, L2L, BEY GBEEPEATI L E LE, BB
HDEINWIXELENIZTERRIFL DRV E MR AT S —FPEEE2BELEXE
EN23RE~MYV 7 AL, BAEDMIE RIZBATHY, TRICHEATE D RE
DH%E, REEHIHEETLIZLIXTH FERAT-HEEBLZHZICR/AET S
BEECIR2Y, BEEMIERFEICD e L,
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B. BixFb:
FRBEDHBEEEDRE

HROFIEREREDHEHERE (BT
TaYRTFALAXEO A F T a—F) 1%
&, BHIEEBEBEDAPIB LT PI (Thd
DNA LHESLTHEXEEZETH)., izl
HNVEXFINVZFLEAL LV IUTET—
(CFDAWBRHTEA3XFER2HEA N
A A Ta—FeBELE,

Percoll 7 B &) B @ 3R B ,

Percoll (#170891-01. GE Helthcare) %
WE L7 50mM, pH7.0 V B iR & ik
(PB) THRL.25%.50%.75%. 100%
DEERREZINETLRABLE, ERE
?D Percoll BREEFEDOR VT HIEIZ
A7ty NERWT, 2001
BELE (11X34mm) KERB L., BES
EEZERL -,

BREERMICH L E-RBREBRORR
AS YV MNTHREINLTWVWEEROD
Escherichia coli % LB iR{EZH IZGRE L |
37°C. 18h. 130rpm THEIEE L1, #IE
EBHEEH D 100 BB L, 10ml LB #kEE
HIZHEEL, RIESTEER LRARER
L, ThEKRBEMN 1X10° cells/ml
HBWVIT 1X10° cells/ml 725X 51TV
VEBBEKRTHERLE,

MR AL T T A5 BER OB $EH A
Percol EEREZHRB L Lic, BB
BRI 200u1 (2X10%ells) 2EEL.
4°C. 5,000rpm. 30min CELHE., v 1 7
bRy bC, BLELF»S 2001 T
DOER LA, BIRLAESEERE 1000 %
CFDA TR L, XM A Ta—F—
(BMTFTxavx7A) CHERMELE,
ELEDO 1000 FIEFEBEREXEHIZFE D

T 37C. 130rpm, 18h#EHE LB, =1

——EHELTEEKE L,

C. MAERR

33

Percoll EES B O R ETFMETE
Percoll B ERE R L VBRI, BFHBE
Brxil+Z i, BEHRZEDRTHI-
DDTNRAARHEITo7, TOHEF
BICBEEL T, T, EEL T XEEL
BHONMILTRBL LERD- T, 14z
FT IO, LB SEBRC=aT IV
BETCHEDLT, 2460RBEERE, RUT%E
BH~ONERZFAELE, 3 ADER
EPREBLEERERIICTT,

E1. LEHNSOERE

E. coli ® PB ¥k 300-400 cfu/100ul
EREL LT, %R, &8 2000 0
ERL, HEECao=—HELE, —
F. BLODEMORABIZTOVWTHLERE
Taoo=—3HHKL. BMeé%ke L, R
IART X W. BMERPEIIIX3I AL S 100
+5%LNThHol, Bib, 100% D EIX
RIBEBIZTIZENZYTHD LHE
Ehtz, ¥, ZOBE. 3 NAOERE
DTF—FE2EHMEFTIRELTLELXZ
BRWEHEBEhEDT, EB~DHEBR
.3 ABH I0RAREBHTOVWTOEY, B
SUOERREZEZRDE, TOREE. 82%
DEDB Percoll’I5%BIZEBIN SN D Z &
Bbhotk, TZT, T4 ADHEEL
L Cix. 80% LA EDE M 75% BITEIX &
hicbER AT L L LT,

BERT AL AOEEFM

ELEOLBNOEBRT A FEOERS.
BRELBMUEOHBEANEL W, £ T,
LEO~=a2T AV BRIEOHELRERY .




1. BELLGLFMERIERE

. B R (cfu/100u) BUREH | EmEs EmE| E0ER
No FomE Percoll BB _ BEt(cfu (cfu (%) EOEY
0% 25%18 | S0%E | 75%E | 100%m | /100u) | /100D (%)

1 0 0 62 252 10 324 351 92.3

2 A 0 1 55 238 11 305 322 94.7 952
3 i 5 6 304 23 3390 344 98.5

4 0 2 19 320 7 348 351 99 1

5 B 0 2 64 252 13 331|322 102.8 1006
6 0 4 14 297 29 344 344 100.0

7 0 0 75 276 18 369 351 105.1

8 G 0 3 65 246 12 326 322 101.2 103.0
9 0 1 18 312 26 357 344 103.8 :
10 0 5 17 292 36 350 344 101.7

B3] 0.1 23 39.5 2789 18.5 3393
SR 0 0.7 116 82.2 55 100

BERELELECEETCHEAL. TRY
LIEICEDmTH&eE Lz, LAL, 1
FORBME T 200u1X6 J&ZEFEL TH
MLTH, ED®%, EhExmidseR
BLrof, RIZ. 6 KOBBELRE
LUOREBALT2000 ERT 28EL.
EREEXBLENL 6ERVIEL L,
L»L. B#EOBETE EN, BRHFR
EURMEEIIEFELO N o T,

FIT,. BRELLTYVYI VDot %
FAL., chZzZ6XEHNRDTHEANLLEAN

LTEE, JEK. 200ml F>%5| L T
B¥4aXoicLi (B2), TOBR. R
2R T EIIT.97% OFEMEIU R, 86%
D E A3 Percoll75%BIZEBIM, &5 HEE
BELNT, :

LRtk v, #RT A AOEKRTHR
LEEREECTHIEREORHEZRE
L7,

H2. RE7tETY—
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vA{ 7uzuo—#HESv— sOEXEE

B2icFrahksExov ) vy OPEBER
BIETAEZLICLE- T, FilOMELS

BN TEFOT, TOBEZBHIL
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