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PRk 284 B A il A AR A A (1)

LB BaikE
TEB: B
A 4 5 6 7 8 9 10 11 12 1 2 3 o
B | 1,302| 1,518| 1,340| 1,433| 1,349] 1,280| 1,589| 1,422| 1,226| 1,279| 1,293| 1,332| 16,363
B
il 7,099| 7,478| 7,223 7,409 7,164| 7,086| 7,672| 7,102| 6,764| 6,791| 6,896| 7,054 85,738
o 24 26 31 27 24 18 23 41 36 27 24 36 337
40 47 64 56 42 32 41 63 64 57 42 67 615
N 10 3 48 2 0 38 17 26 9 14 2 9 178
| B
16 15| 153 6 0| 152 17 26 9 14 2 9 419
: i 0 5 7 11 15 5 3 27 0 5 1 4 83
U | R
~ 0 9 7 11 15 10 6 29 0 5 1 24 117
v 19 12 18 15 17 5 17 6 29 9 19 0 166
A | g
45 36 42 45 39 15 39 18 75 27 45 0 426
) 1 0 1 0 1 0 0 2 0 0 0 1 6
>3
3 0 3 0 3 0 0 6 0 0 0 3 18
. 0 0 0 0 0 0 0 0 0 0 0 0 0
A R
0 0 0 0 0 0 0 0 0 0 0 0 0
W N 0 0 0 0 0 0 0 0 0 0 0 0 0
;4_ *@‘3‘53:
Vs 0 0 0 0 0 0 0 0 0 0 0 0 0
& 5 2 8 6 4 3 5 5 2 2 3 6 51
A R
A 5 2 8 12 8 6 10 10 4 4 6 12 87
JV
P 1 0 4 3 1 0 2 0 1 0 0 0 12
B A%
-~ 1 0 4 3 1 0 2 0 1 0 0 0 12
1ffL.
s 1 0 4 3 1 0 2 0 1 0 0 0 12
~ | CHBUF%
1 0 4 3 1 0 2 0 1 0 0 0 12
0 0 0 0 0 0 0 0 0 0 0 0 0
DAl
0 0 0 0 0 0 0 0 0 0 0 0 0
. 1,363 1,566| 1,461| 1,500| 1,412| 1,349| 1,658| 1,529| 1,304| 1,336| 1,342 1,388| 17,208
= A
7,210| 7,587| 7,508| 7,545 7,273| 7,301| 7,789| 7,254| 6,918| 6,898| 6,992| 7,169 87, 444




PRk 284 A il AR R AR (2)

LB W%k
TE: THEK
H 4 5 6 7 8 9 10 11 12 1 2 3 &t
. 3 4 3 3 4 38
FKIE JFK
12 7 7 9 7 7 12 98
/¢ . 31 8 15 7 27 12 8 145
£ Ktk
I 61 71 642 83| 216 71 83 83| 323 131 83 96 1,943
) . 10 13 14 17 21 34 9 16 14 16 19 4 187
6 FHFK
K 174 117 102| 150 150| 350 64| 113 92| 129 211 44 1,696
0 0 0 0 0 0 0 0 0
0 0 0 0 0 0 0 0
11 9 17 5 12 6 9 7 8 11 102
- FIHAK
(= 10 73 71| 129 34 77 54 51 45 29 78 64 715
i - 12 21 96 61 31 20 18 23 8 14 16 6 326
ZARVIZN 63| 105/ 186 232| 174| 120 93 84 42 75 53 31 1, 258
17 21 32 17 16 14 11 21 21 14 35 16 235
THHEK
178| 226| 288 138 202| 138 110/ 260| 188 127 393 146 2, 394
i 4 3 3 9 3 4 5 15 7 3 3 3 62
USRS N
27 22 22 60 22 29 32 99 49 22 22 22 428
24 0 3 0 0 0 0 21 0 3 0 0 51
B | MUK
= 347 0 6 0 0 0 0| 337 0 6 0 0 696
- 30 52 11 64 23 23 35 29 10 26 23 13 339
B Z D
350/ 282 36/ 350 104| 508 389 221 28| 242 84 85 2, 679
mEE . 45 45 45 45 40 44 45 45 45 45 45 45 534
R 187| 187 187| 187 142 178| 187| 187 187| 187| 187| 187 2,190
Ji 2 2 2 0 2 0 2 2 2 0 0 2 16
HEAT A 18 22 22 0 22 0 19 22 22 0 0 22 169
x e 0 8 0 0 7 0 4 0 0 0 19
0 54 0 0 54 0 24 0 0 0 132
4 4 4 4 4 3 4 3 4 3 1 40
B o | WK
&= 44 44 44 44 22 44 33 44 33 44 33 11 440
e 0 0 0 0 1 0 0 0 0 0 0 0 1
By C A 0 0 0 0 1 0 0 0 0 0 0 0 1
0 0 0 0 0 0 0 0 0 0 0 0 0
DAt
0 0 0 0 0 0 0 0 0 0 0 0 0
. 1 0 0 1 0 0 6 0 0 1 0 0 9
+5 - pEEY
14 0 0 14 0 0 69 0 0 14 0 0 111
T 0 0 0 17 0 0 0 0 0 0 0 0 17
— i E N R
0 0 0| 102 0 0 0 0 0 0 0 0 102
. 7 16 7 0 7 13 11 12 0 0 0 0 73
. RE
1,775| 4,324| 1, 769 0| 1,779| 2,874| 2, 771| 3,324 0 0 0 of 18,616
. Py 4 4 0 4 0 0 0 4 0 0 3 4 23
112 16 0 16 0 0 0| 112 0 0 12 16 284
- 0 8 0 8 0 16 0 0 0 0 0 32
0 215 0| 215 0| 430 0 0 0 0 0 860
o 5 4 11 6 12 0 6 8 12 16 0 6 86
T — B A
5/ 116 28 21| 122 0 59 8 61 69 0 6 495
s 6 0 0 0 0 6
ool
43 0 0 0 0 43
L 0 35 0 0 0 35
FHEH b
0 35 0 0 0 35
. 182] 206] 287] 273] 189] 214] 191] 220] 161] 164] 166] 123 2, 376
. 3,415| 5,612| 3,681 1,533| 3,212| 4,436| 4, 454| 4,952| 1,103| 1,082| 1,163 742|| 35,385




Rk 28 AR D REIC I 1 2 I MRS B O RS D T

Ofrfudik  MHEHE—R
1. ZU®IZ

s R (BAF, TEHEC) &3 5,) ke
JIEI BHEC DJRYRIC & - CTile Z B 25 M5 ¢, THIE
IR, KERVE TR QU EZECH 5D, 2 DY
FEIZ VT (e ) FOEMIC LY i Wasd, &
MAPER IR OVEPER A 22 % 3k U CIR MR R i
E(HUS) Z5l&EZ L, MEFEZIFE L THHICED
ZEMB D, FHEC JEHYE I TAERHIR 3000~4000 i
DIEHEDH Y | ZOJREKE Tod 5 EHEC D fiEHic
DWTIE, T4, 0157 LSO & DAL TE T
B
METCIE— MR K O TEUREIZ D & i fd 2 52
MELTWD, —IKIETIE, FE0T, AR ERK
OFANABHERERE S DOUEEEF 0 b DIRED % <, EIC
RATE - Y/LEx T B, EHEC 0157 O 2 FEff
LTW5, {TBURIECIE, /NG RBIRE T
PRBITRIFRE 2 b OIKIEAZ < | SRk 27 4R Tl
—fKIE & R B E 2R L Cuve, UL, EHEC
DIMIFRNZDNT 0157 IS D & OEEINI L T %
Z & R ONK B R S B~ = 2 TV SE &
NI L aEEE 2 Rk 28 AEFEDN S AR - L
EXTFE, 6 (MiER 0157, 026, 0111, 0103,
0121 % T¥0145) @ EHEC (LR, EHEC6 ff) &3 5.,)
OB EFERTHZ L L Lz, THUTHE,
LEEH A CT-SMAC 2E RIS CRIFMEFERSAE)
57 T T H—STEC A5 (B s bkt (U
T, ISTEC Hith) &9°%,) IZEH LT,

Arlal, AR 28 FEFEDOREIZE T B STEC Bt H
VN2 BHEC DREHBRIIZ DSWT F & 7= D T4
Do

2. FER
STEC %1% {7 Fi L C BHEC6 FEOMRA % Fhii 4512
B P HPTTHRE L TW S EKkE VT
i ECOREMRBEIT ST
(1) BEHIBERE
EHEC6 D 6 kR, Escherichia coli (Micro—
biologics 8 ATCC 25922) 1 Fikk. Salmonella
enterica subsp. enterica serovar Abony (Micro—
biologics #H#INCTC 6017) 1 Fikk. Shigella sonnei
(Microbiologics #E8 ATCC 9290) 1 Bifk. Entero-
bacter aerogenes (Microbiologics #H# ATCC 13

BHAELT REASEL
048) 1 EWHEDEFE 10 Bk A L7z,
(2) Jik

kA STEC RFHC R L, 37°C T 18~24 IR
%, BHEIRN ML LT,
(3) R

EHEC 0157, 0111, 0103, 0121 X TX0145 3k
VR AETERL L, FHEC 026 13 [ AT O O R AE
BEAETER UT-, Escherichia coli. Salmonella en-
terica subsp. enterica serovar Abony. Shige—
11a sonnei N Enterobacter aerogenes Y5
IR Lo T,

3. @&
(1) FHAxs
Rk 28 AR Y FTITHAE D & - 7= EHEC 6 fHoD
PR 10833 fRiARZ kP 5IT LTz,
(2) WAL
WA () % STEC BFHuCERESERL. 37CT
18~24 Pt %, BREEENPHERTE LDl
DT, LAMP UL U 7V A A PCR 35(2TC VT
B TOREAZMHER Lz, VI BIa 3R CT&E
LBIIVT 2 A © U TR, MRIRERERRE., 0 BRI
R OV H RUBIERER 2 FEf U, W ORE #1727,
F7-. multiplex PCR {EZFIH L TE DM O
K+ (LT, STla, STlb. invE. astA. afaD. aggk
KON eae) DR EFTUN, VIEC-RPLA (5 > 1 ZE4)
A U Capse B & 3206 L 7=,
(3) MEH
TR 10833 FRIRD o LREEIEE DR CTE, VT
R TR~ A TRIRIT 491 R (4.53%) T
Hotz, EDHH, VT BT HHERTE-H O
2 ik (0. 41%., HAEIRIREARD 0.02%) Th-
Too 2O 2 RDEIEZIT > TR, 1 -2 EHEC
0157:H7 (VT1 L OVVT2+) (BAF, Mgtk 1) &9°%,)
THY., b9 1-OILEHEC 0182:H- (VT1+) (BAF,
k2] &45,) THorz (k2 o0 Mg
KO H IMJERNC DWW TR, ENLEGYEM AT A
HH OB EER KB L), 20 2
FRIRIZOWTRIRR T2 B LT 2 A, iR 1
K2 &Y eae BARA LT, T2, #WBEL
PR A AT o ToRE S, BRI 11X VT1:>128 %, VT2 :
165 THY ., HIK21TVTL: 645, VI2 : -Th o



Too BIR 1 ROV2 OFEREZF 1~F 4 1TRT,

4., B

WP CRE L WD EEE FHWT STEC K5Hl =T
DFBMEREAT > T-FEFE, EHEC 6 FEOD 6 HkkI T4
FREERZIZR L, £ OMOBNHIE 4 BEkI3ER
IR L7y T, & o C. Bf#C EHEC 6 ffi & Fr
T HITHT= 0, STEC BsHUI AR 2 & v 2. 5,

SRR 28 4RSI S PNCARIED & > 7= EHEC 6 FEDR
A 10833 FRIED 5 6 FREASEIE 2 TR L 7oAl L 491
iR (4.53%) THY, £DHHEHEC LRIETE 72
HOIX 2 IE RERIEERD 0.02%) TH-oT-,
Z D 2 RO BF IR THIE OFER D o\ T
WREE CTH -T2,

ARk 28 FEFE K 0 RR{E Cffi - 5 K5 Hi A CT-SMAC 78
REEHDN D STEC BEHIZ AT L, iR & 2 A HEE
B L2 LT, RO TIIME TE Zehvo
721iERI D EHEC (ZoW T HRHT& 5L 92k »
7co F7o. STEC KHuoRiBIEIIL T327e EHEC %
Eon=—r LTHSEN T 5 LitficahT
W5 (EERIMIER LIS D BHEC SRR 2 TR
DHEEIL 55.5%) A3, MUPTICIIT DRk 28 D
OYBERIE RCHD & FEARMIER Ty BHEC
0182 [ZHOWT HRAIER ZTERL L, [RIET HZ &
T&7,

L2rL, STEC B5HAE AT HIZd 72> THFTIZ T
FHEMERAIT - T2 BROFERSC STEC HEiDFIFEIC
S SN TV AR 2. 7% (BHEC LIS D7 i
CUEIR IO T DHAE) L% & T 28 4FFEIC

FEhte U7 AR COMBEESRIT 4. 51% (489 ffk) &
EVMEBNC B o T2, S, STEC Rehh 2 fkee Ao 7

LTV ET, ZOBEMENRED X S IZHERE LT
WD MDIZDWTHER L TV E 2L,

EEER D E SIZHOWNTIESH b RS SE Tl
H DN, FFE/2 EHEC & 1 e DEsH | CHERII T 5 &
VW) T STEC BT A A TH Y | 4% b Z ORsH%
f#iF L C BHEC6 T DM Z MG T 5 2 & T, /KR
RIREFT CORBURE P REOFAEZ RN TU
RN

5. #EE

MO L7z EHECO182 D&% FEhid 512 dH
720 0 MIFRK O H MR DWW TR & i
L W 2N T [E ST GYENF 7T B 26 — 5B D R
HSAEICR S Bt L B E

6. BEICER

1) KREFFEMEREESHE~=27 L F : ik
2046 H 18 H, LI 0618005 +)

2)  MEHIMYERAGE (EHEC) Witk - Zlr~—==7
v (CFRK 24 4 6 A 20E)

3) ZuETH—STEC #lfi~==7/ (2011 4 6
A)

4) BE M E RIS RERYYE 2017 4= 4 HBIE (TASR
Vol. 38 p.87-88:2017 45 A &)

F 1 PRI RARS R
INESN LIM £t VP i EhkE SC Kzt ~ 0 TRt CLIG ¥z
ik /@ | A | KBS | YPr | 4 = | &bk VP R 7 T < g R/ EE | HOR
1 +/+ + - + + + - - - -/+ -
2 +/+ + - - + - - - - —/+ +
F 2 MIER RS R # 3 VI BB R & OS5 A RS
A | o MiEE | HfmiEE MR | VLT | VI2@BE T | VILEEAEME | VI2 FEAME
1 0157 H7 1 + + >128 % 16 i
2 0182 H- 2 + - 64 fif -
F4 IR RRAAR
WAk | LT | STia | STIb invE astd afal eae
1 - - - - - - +
2 - - - - - - +




{0 ) LS HA T 0D Jr A 1 ERBR L C D T

VAR

1. IU®iz
METCIE, MO il R oD i R 1) <0k
K DIRR ZEI O 7= D OIFEHBIFER 21T > T2,
INHDOBETIZ, HAZu~ 7T 7ERESH
F (BLF TGC-MS) & o,) ITkvBEenssne
~ N TADOE—7 N — O X0 ilifED
R ZEIT> T D, LinL, Bl ABEIIZ O
T =7 2= PR L TWAD 2D, B —7
IRB— L DHB DI TITHE OHIBI AR ETH D,
WA, B e ABOHRIFEE LTEAT L5
FIEACEM OB X0 BT 5 S5k Vs
SN TW5D,

Z O, TRIREERI N D I O FE 23 B i B AT
JNAKIZ DN T OMFEREB OKIED B 0 FERDE—
JRE— Ol LIz, Bl E AFIROHG
IZDWT b, il CHuRIHR] T & 2 &S
Wk OWEE BB 2R L& 2 A0 BRAFZRRS
ENELNTZDOTEOREREZRET D,

2. Fik
(1) BRI

HHRD & O F 71X iRk 2 21T 72
BB B, BRI AR L L, Th
Z n=~FH T 1000 EREICAR Lz 0%
YR L Uiz, o SOKERRET N U
UNEY; 320 B g S AV
(2) BRI 15

7K 100ml & 539 = — MZERD | n—~F 4
> 50ml T 5 /3[R & 9 i 217 o 72 8% . KA
BT U DATHAL Inl CEMELEZLOE
GC-MS HEIZHE L 7=,
(3) % M OAIE S

GC-MS 1%, Agilent fh:# GC6890+5973MSD %
W, MIESRFIIR1DLEEBY THD,

=5

F 1 GC-MS JIE S

2 : Agilent #E8Y DB-5ms (30mX 0. 25mm>X 0. 25 pm) X%
GL YA — > 2418 InertCap 5MS/Sil (30mX 0. 25mmX 0. 25 2 m)

B Z HIEE : 50°C (2min) -7°C/min-310°C (10min)

FEANCHREE : 250°C

A2 —T7x—R:280C

XX U7 HA :He

XX U7 HAYiE 1 ml/min

AR 1pl (A7Y vy L R)

AX Y LY 50~550amu

3. REVOEE

(1) B =27 X Z — 2 ORI X 2 AR 5
WK E OEREMO TIC 7 a~ v 77 AEWY
m/z85 (CH, #8Y4) DA F it 7 v~ K77 L
X 2~X 16 {2779,
FNATIE, BRRRRE 20 0 FUE & TORRY A
— I L VAL TV D AREERDH D H O
D, RILKFEORE e B — 7 R E— b |
B SUIATMAE END Z LR HERI ST,

(2) ¥Rl & AFEIH OB IE O R
B & AT DO GCMS DAF ¥ T —Z Nk,
TATTIVRBIZEIVGET L EEBECEYE
F_Fe, T4 7 F VI NIST 2002 & H\ iz, &
DFER, XBUVE L HObEwTH LT
NRUB U, VAFALVZTFARUCP UM, 7
FIZAFNAREBUFRRAF LT 7 E LR
YUSE, AF LAY T AR PUENEID
B ENnz, /2, XU UBE 2 HoLEY &
LCIEPAFAF 7 Z L EREICHE ST,
Bt SN A EBCEYO— % 11ZRT,

LAV AF LT H L

X1 FHEBEIEMDO—BH]

1, 3=V A FN-5-F )R B



INHDOIEM TBIE SN HREN /213,
N VR T EOMEY T n/2134, 119 KO}
105 C, _UBUER 2HOILEM TIEIn/2156 K&
W14l Tholz, ZThHD m/z Z VT &
ABRMOAF v T —H b A4 UM EIT-
B, 7~ b7 T A ETORMYE — 27 03
<, HoBE =2 3% — OBFEREWVIZEY
BRIh & A B OHEIRI FIREZS m/z A RRE L7z,
ZORER, XUBUER L EOILEM DS FA A
Y THDH /2134 (CH,) KO B 2 MO
{LEMDLy 1A A ThHD m/2156 (CLH,) %A
WieA F ity e~ NI AR HERTH 2 &
TERM & AR OHBINFRETH D Z L ¥bino
77
(3) 3 & A FEIh IS F
ATJIK B M YA EH D m/2134 S T m/2156
DA F A7 v~ N 7T A &K 1T ITRT,
TR CILORFFIR M 10 AT I B B 1
DiLEMHROE— 27 & 17 53Rz B
B2 O v — 27 R &5,
AFBEMTIERNEUR | HOLEHHRkD E—
7 IR, NP VR 2 HobAa B kD
E— 2 OHPEEFEICHEE S, K THA
BV IE LS HE RO Y — 7 FREEITE <
NUB VR 2 HOEMHRO Y — 7 OB
FICRH S, ZHUIARBMOE =7 % —
EHPILTWDZ e, WIKIZE £l
IXAEMTH D ATREME RSBV EB X B,

4. £&

FNKIZE EN D MFEOHBIRBREZIT 72 & 2
A, GC-MS D TIC 7 a~ K 7T LR A Al
rua~ h7Z 5m/z85, CHL,HHY) DB — 7 /N Z —
VORBIZ L VBRI SUIAE RN G EN TS Z
ERHERI ST, 61T, B E AFEMA R
D72, TNENICE ENDHEBRLED ORL
B7e m/z ZRRET LT E 2 A, m/z134 & m/2156 O
AF 7 v~ 7T AT D Z & TR
EAEMOUBINTELZ EBboT-, ZDn/z

ZRWTHJIK &8l & YA B O A A fhiH 7
v M7 LAELELZEZA, FIIIKIZEEN
DT AT TH D ATREMER @2 L bhoTz,
ZAVE T MO BIEER TIL TIC &5 M n/z
85DA F A7 v~ b T LD DOHTHY |
BRih & ATIMOHBIAHEETH 7203 m/2134 &
m/z156 O 2FED m/z & A=A A it 7 v< b
7T NEWT 52 LT, T AT OFM b
78 < R & A2 HRIT 2 Z &N
T&7,

5. BEICWR

1) PREEA, RTHE, IS @Rl %
VB LTV D A & B ORRR 515, @
IRIEBRBEATIEATH 28 &, 97-100 (2002)

2) BEE, BHERE, WIIAE, HHE &
& I OB BT D MREE. HREEBTIEEG
HIT 2T 43 5, 167-171 (2006)
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(s mligiA s v~ v 2777 (LLF THPLC) v 9,)
R 2GR CR— ol (M) OFEHEEE
EERELTCND, ZOE, YFTTiTocEMDE
A BEHRTEICRB T, B 5 BRI iEEY— 7 H
BNHFEFRHY . EORRIEPZITS O THRET
%

2. EHIEE

INEfE UTIRA S ED ORIRIZI W T 31 A 5
FAHTCHE B — 7 3BT I IR 6 104 5
W 4 B, BE 5 SEEHA L TWARRRH 1203,
PEE—7ICL 00 5 BOE—7 BHERTE VIR
EBCThol, EWEOEBAEN (MIESAHEVEE
2B D) IZHONWTORBREIKIRH 7 v —%2 [ 112,
P L OME SR A LITRT,

3. WiEEL—7 DAY MR
AECEHESERER D7 a~ N 7T DR RARY
MVE 212, iEE— 27 BRBNT-ORKO 7 a< k
T BRRANRT MV 3ITRT,
BARDOIRFRE 18.08 /3D — 7 1%, Z OLRIFIFH]
K ORARY MVEFERE L G L Tt 4 B & [AETE
7o, A5 SORFRHTH 5 13.20 3 HEIZiTR
ERPEE—T NBL, BEO5 5O — 7 PR TE
mole, BT, BEE—I DAY MLVEHERL
T ZAHEBAFDARY MLE—F LT,

4, WEL—IIZONWTOEE

AT METHDEECRE 1T MR S 0BES
BT, RREIETIIA A o733 E LKL
TRITFAT =L (TBA) ZIREERICEN L
TW5, AR BiEE—7 ORAY LR 45 L
—HLTW=Z Enn, HBRERPICZEICEENT
WESRE 4 5, A T B TETICH
T BATPREFF SHURVRRE TEA T L7 S HERI L 7=,

KRB AF  EEES

250 ml iEIEE

-------- 0.2 %NH; &4 80 %4 ./ —/L 100 ml
-emee s RE VA P TH L

-------- 30 SR L 5

-------- mLSYEE 3000 pm, 5 4y

E B #
b —
-------- 209 T
-------- ik it
[ ]
-------- Ay b7 L b 1T 30~40 ml % s
-------- 209 C pH 3~4 |74
-------- ik it
E—0—
T
k%]

[#—FY v onTa (Sep-PakNHy) |

-------- AKsml TarFva=rs

-------- TR E ) T DR

------- 7K 20 ml TREE

........ A B ) — 10 ml THEG

........ 1%NH; 27 80 %= % / —/L 8 ml Ty
7O R | 10 ml Btk

........ 20%»#E K9 1ml (D)

ARBRIAIHE

HPLC f#il5E

1 RO T v —

1 HEE K OWIESA:
4 (HPLC) 5 EERUERT Prominence
VAN V—x LY A T A InertSustain C18
(5 um, 4.6 mm X< 150 mm)
BB Al 0.0075 mol/L TBA FifE(pH 6.9)
Bt 7khr=rU
Viravasug® <o Bi#& 30 % (0min) —40 % (10 min) —50 %
(20min) —60 % (30 min) —60% (40 min)
—1% (27 min)
i 1 ml/min
BT NRE 40°C
TEAR FEAE - 10 pl, FRBRESE - 50 ul
T HiE PDA
RIERE FRaF 530 nm, HEAF ¢ 450 nm,

FHF 600 nm




Z 2T, RBRIRIED HPLC ~DiEAEE 50 pl 725
5uliZilt LTHtiEiTolz 2 A, Ralnd &
DIEE— 7 BN, FEUE L [E] ORI 35 6
5 HEBbnbt =7 PR TE T, £, DA
7 MVISEHED ALy ML E =B LI ek, i
55 EMET DI LM T,

10.04 — i
SAIEK £ 1 450 nm w
>
7.5
5.0
bb L
00 /\V /\ (G (U
oo so " T1o0 15.0 200  'min
4%“ =]
17.
o (RS 1320 5 sol|  RIEEM.1801 5
e BHE 5 BIZEODIRIML :

HE 4 BEEDARIMNL

obo 300 abo T sbo T sbo b0 e 20 T a0 b ebo 7o

2 HEECEHERED I o~ N T AR DART L

mAU 1

X ?

T
min

5 hi
JITE R 450 nm

40

30+

20

v

0,

/\\ ‘20‘.0 s

00 AU 150
]
mb

RIFE5R:18.08 5

% R 505 1320 &

>
258
428

K3 Wikora~ 87T AERART b

mAU

1 BIEiEE 450 nm

¥
0.00
0.25\41 Wﬁ;w“‘}
B A S

O.Bj

0.4

o6l {RIFEER: 1310 9

ARGMLHER 5 &

0.5 8 TEEL—E

0.4

0.3

0.4

0.4

0.04

o0 300 abo T sbo b0 700 mm
4 BREOHEAEE SW I Licb&Drr~v N T A
KA T bv

5. £&¥

N & UTIRA SN B OGRS Rt ORAE %
Tolzb& Z A, a5 SHIICE Y —7 BB,
BINIRIRE RO E L B 2 T, hiEE—7 0
ARG S ISRHTOFER & A A 2T RS R AW HE
JREL B L, 8555 — o DSRBRIRR I E D
ZEOHEGBAFTTHL MR LTz, 22C, AR
WD LizE ZAREY— 7 NE A #0 5 BORENT
7o, ZOXHIT, AREEEZAWTEZEOA KA R
BN E EN DA RET DT, KEEEI 71
A F T BT D K O ICHRBRIAIROTEA B Z D
THENHDHZ ERNbroTe,

6. &R

) BT ORMIWIITIES 2R (A48 4TS A
Ry B bR

2)  HRUCEMEEAAEERAL (1990) pl01-p107



LC-MSIMS % FF1U 7 e D PR AL 4Bt 0 T RGP I >\ V-

OAEZ

1. ZU®IZ

JEVEM AR D IR RE IR — 75 okl . SRR 17 4 1
H 24 BAHEZFEH 0124001 51280 TGCIMS JEIC
L5 RS O—FRBRE (E2Ew) ) Y, TLCIMS i
I XD EESE D —FRBRIE T (BEY) | VhNEm S
NTEY, YL IS X SOP Z1ER L. 1Y
FEAEE IR L T\ D, —H, B 22 412 AT,
JEAGHEE L0 TR 2 RREIC T2
RERED UM A A T 421 2 (BUF. THA
RZA42) Evo,) BAEamEn, BAEERCED
2 BUEFEHEA~ DA PE D KK 21T 5 BRBRIZOWN T
FOFUMEMRT DI ENRDLNTVD,

A, Wik7 a~ s 77 7EESHER (LT,

[LC-MSIMS] £ 9,) OFHNIED, ZOHA R
T A NHE L TRBRIED S MR 24T > =D T,
UTICE DR Z#RET 5,

2. EBRIGIE
(1) et

AEHE, 1ZOoNAE D, XY Tl
I, 2O, b b ITATA, FEW,
VAR ALy, WATEAWE,

(2) HyHTHRIGLESE

S EEERIT, 88 THH 92 kAW (BIIFE 1 BHR)

L7z,
(3) %

FEYER I, B b AL o SR S R YRR
N [RIRERL, Aoyl T 2R R OBRRSR T2
R OBERELELZ Ve, Zhg 1 pgml
D& TEIN=NIALTHRLELDZ
IRAIEMERIR & UTe, IRAEERIKZK-A &
—/L)CHEEAR L, RAEEERKE L,

B S T 20, P—x YA = R R
InertSep™ GC/NH,(1g/1g/20ml) % Fv 7=,

AT T T g E =%, BRIV RT R
Millex >V > 7 gV Z—2=v F(FLEE 0.20
u m)’i’ﬂﬂb\?‘:o

TEbh=KU, T, ML, A%
o BOKRRRE T N U D AT R A
AL ) —VE LCIMS M % | & Ol ORI 3 Frk
Z W,

R A1 EAES

(4) BRI OIS

#EH20 g2 100 ml = =B LB — T —|Z &
O, 72 h=1rY /50 ml ZINZK 1550w
EVFIA AL, Thafile— AR 5A
FHENTMAL T — R T100ml A AT T R 3Tk
SlAE LTz, A LEOEREL O =1 —
H—IZRL, T r=FU 25 ml &Nz, ¥
30 UEIARE U A X LT, bRl & [RERICHME
L. AlxeEbE7+E b=k /)L T4 100 ml
L L7, ZOWHKED 50 ml &, 50Utk
FRU DA 25 g &K 05 mollL V) U FEEEIR
(PH7.0)50 ml Z AF17= 200 ml 53 2 — MMz,
10 R E 5 L7ctk, K9 15 srfHEE LKE %
<, 7k b= MU VBICHEEO SRR T
NU T AEINZ R R D IR 7203 B 15 43(H]
& U=tk W7 Am— k% HWTC 100 ml A
TIAIZAE L, Ik, r—F ) —x
RL—H—% T 40°CLLFT 1 ml LA R
JEHEME L, R THE L%, BEWET & b
=RU-RLm @D 2mHITER L,
PR E Lz,

Wiz, HoNLdDTE R=RrYL-FLx
@B:D20ml TarTF 4 a=r T LEEY T
LA am L. 7 k=Y -FLo
(3:1)20 ml THH S8, Ay & OA R D%
HiEEShETs0ml A7 5 2alcigy, =
—Z ) —T KL —F—% T4 CLLTTL
ml DU ICIERAR L, 2858 Ozl U714, 78
WET ' b~ Y 12 ml SRR L7,
ZIZ0B 1ml & 10 ml REREICER Y | EHE T
L7zt K-A & 7 —/L(1:1)10 ml ([ZIEfE L.
IR NEKR-AH =1 : )TEERRL
Too REBICAVT T 74 VE—TABL, =
L% LC-MSIMS IR & Lz,

(5) L& N ONHIESIE

Klotey i,

(6) ZAPERHtOD 71k

ST 2405, TNENIRINEEZ 1 A 253K
7. 3 AT DB BRGNS & 0
ML, EERME, B (BINER) . BT, =
PUREEE B OVE BRI DU TR L 72,



1 LC-MSIMS £

AEE LC i : SCIEX Exion LC
RS : SCIEX QTRAP 5500 System
VA7 Waters L Xterra MS C18
(3.5 um, 2.1 mm < 150 mm)
B A& Smmol/L FEiET > &= LYK
Bk Smmol/L T e NG AR )
— VSR
VaraXagy <id B#& 15% (0 min) —40% (1min) —40% (3.5
min) —50% (6 min) —55% (8min) —95%
(175 min) —95% (27min)
itk 0.2ml/min
HT LR 40C
HEAR 2ul
A =T A CUR : 30psi CAD: 10
INTAH IS : 5500V /-4500 TEM : 350°C
GS1:50psi GS2:80psi ihe: ON
AFAE—R ESI
MRM 544 # 2 B
3. R

(1) ERPEIZHONT
A RTA 2 Tlid, BEY—7 OFFRHPHIX
WD ERBY TH D,

ERUR & ORISR i & — 2 ORI
e . A LAY
ERERsEmo s | o0 T

. - TE BRI A
ERpA> o 13 | L) T

T 0RBIERRE LI E 2 A, ERAYE
THE—ZIXERH6NT. BEMEE L,

(2) BEJEROFREEDFERIZONWT
FUEHEE & LC0.01 ppmiZ72 D X o IRAHEY
WKERIM LT (2120, 72U 5 2o n
TiX 002 ppm, F72, AL VIO TIZ
GC-MSIMS —F /3 HTik & [RIRFIC 24 PR AT 2
1ToTelc®d, —EBOREIIT OV TIRAINREE DS R
72%4) . 30 43T, 2.(ANTHE ERBRIAE A 7
BT, BEHRiT 0.5~20 pg/l O THERL L
7o
A RTA 2 TiE, WINREIZ X B, Of
ITHERE R OB FE DSEHER IR D L F5 0 12785
T3,

0.01 ppm 0.01 ppm<~=0.02 ppm
HEE (%) 70~120 70~120
OF A7 K B
(RSD%) <25 <15
=N K K
(RSD%) <30 <20

BEHI BT 2 EE LEEORREEE 31,
32 \RT, KabBho @ U ¢ B E A7 &
BNoZ BT, THYRAFRA, T TIV47

T FTRUE =)L b T af Y h (B
PER 1,2), BT Y R— K, Ry eI m
AT 7 4 RThoTz,
(3) EERADONT

2. (WITHEVARL L= 3Bt o~ N U w7 AT,
IRAHERERHE 1 ppb (7 =V LY 2O TIE
0.2 ppb) GREHAR T 0.01 ppm (% 0.02 ppm)
WZAEY) ZINA R A RV, ER T RRERE
0.01 ppm (Z81F B4 —27 ® SIN s 10 LAk
ThHNEIDEHER L, L, EE TR
fEA% 0.01 ppm X VW KEWEATE, 0.01 ppm I2F
T 54 8 —27 D SIN L HZDIRFEIZISIT 5 SIN
EEH L,

ZORER, TRTOEMITIWT SIN L 10
DL A7 Lz,

4, Fi
PLEDREFR D EFBHZ W TR IRME, B,
HENMOEERAOETONRT A—42 THEEY

7z LT 0 B MEAEIL. ko LB
nThoD,
HEE (L&)

AR H25 Eé?@ﬁ#@
FEONAED 77 (81) 54 (62)
Fy Y 73 (77) 58 (68)
oLk 69 (73) 57 (66)
oY 77 (79) 59 (69)
[N 75 (77) 60 (71)
WA LA 78 (80) 60 (69)
< EWn 77 (79) 59 (67)
LA A 72 (72) 58 (67)
Frov 76 (78) 60 (70)
yor= 75 (77) 58 (68)

H25 4FFE I BOFTRIT O 2LE T1T - 7o % MR
FER LT D L, TRTOREHIOWTHEHK
REEIN L7, Alal, $asORER Bz X v, e
LT 125 (AR COMTMNFIRE L 72572,

5. BZEIR

D EAEREEERA R FALZEHEBRN R
Sl FRRE T 5 IR, BTERISINY 3B F R R
S DAY T DWE DORBRIEIZOW T SERKLT
HF1H24H BZ2H550124001 5

2) JEAFEEEERAL RN EETE RN ‘A
SIS TR B SR B4 B BRI D 24
P AT A RZ A 2 O—EEIEIZ DOV T Fepk22
FI12H240 23612245175



#2 BEIK88IHH & XD MRM 4t

Fh HHA SUIPSE e /Zd Q1 Q3 DP EP CE CXP

1 | XMC XMC 180.1 1230 41 10 15 6
2 | THAFERA T AT A 3250 183.0 31 10 21 6
3 | TUURAAFIL TIOURARTF N 3180 1321 56 10 21 6
4 | TEHAITVER TEHIT) R 2230 126.0 60 10 27 6
5 | 7Y¥ Aoty TYFLARBEY 4041 3721 34 10 20 6
6 | T=mkR 7 =nakA 368.0 199.1 51 10 19 6
B . ‘ T HNT 208.1 116.0 31 10 1 6

7 i;;;j T ROTEE TAPHNT ANVERFY R 207.1 1321 54 10 1 6
TIRFLHAT 240.1 1480 1 10 19 6

8 | AYyumry A= 2122 167.0 66 10 23 6
9 | AFTunYINT A FanNY BT 3212 119.0 69 10 23 6
10 | A=HFVU1 A~V UL 297.0 158.9 41 10 31 6
1 | A% 787U R AIF7aFY R 256.0 209.0 66 10 21 6
12 | A% 77 AE )Ty 3411 175.1 46 10 21 6
13 | A R¥Y LT AV R¥S LT 528.1 203.0 76 10 51 6
14 | TFA 7T ITFA T INT 226.1 107.2 41 10 21 6
15 | %Py iRy FEXHPVra AR 376.1 190.1 51 10 21 6
16 | A% Iv A v 237.1 721 43 10 25 6
17 | X2 HARF FXANRF 268.0 175.0 71 10 19 6
18 | Iy FINSY L 202.0 1449 25 10 15 6
19 | ILFuI R ANT NI 3340 139.0 41 10 30 6
2 | 7Inmr A 2=0 3031 185.1 56 10 17 6
21 | vty hAFIL ra¥ oty b AXIIL 336.1 238.1 51 10 21 6
2 | yuFr=o0 raFr =T 250.0 169.0 51 10 17 6
B | rav=rFor VA= 303.0 1380 91 10 21 6
24 | yavwT7= VR ru~7x/) VR 395.2 175.1 41 10 23 6
5 | raxrayr VAS YAt 3241 120.1 56 10 31 6
2% | yrryEYy VA=DE 7% 2220 92.0 90 10 35 6
27 | zunrzny VA=3=T =0 291.1 72.0 69 10 41 6
28 | 2 T7VTFIR STV TFINR 3250 108.0 71 10 19 6
29 | Yomr VA= 2 2329 72.0 46 10 37 6
30 | vZuxz—Fk 7 ux—h 216.1 154.1 25 10 17 6
31 | 77 =FIF TINT x2S IR 4131 295.1 81 10 21 6
R | VIR Ray CINR AT 3111 158.1 9 10 21 6
3B | vFrv=1 A==y ¥ 226.1 93 81 10 45 6
34 | AT AP 294.1 70.1 56 10 35 6
35 | VAFVE—L TCAFYE—/L 2102 71 86 10 45 6
36 | VA MEALT TA MELT(E+Z) 388.2 301.1 76 10 27 6
37 | vFoFT VI INFT = 4262 287.2 36 10 23 6
s | xe 2 VA 7325 1423 111 10 37 6
Z¥ D 7465 1423 111 10 47 6

39 | XATL—Fk AT L—h 269.98 86 36 10 21 6
40 | A Lav P-4 269 151 36 10 17 6
a | Froury K FrorasY) R 253 126 101 10 29 6
2 | FTRUES L FTRH )L 202 1751 59 10 35 6
43 | FT7TARFYL F7 A hFF A 292 211 71 10 17 6
M | FEIIBRAEVRA FRF I aAE U RA 366.9 127 55 10 21 6
45 | FTFUaY A A= 229.2 1724 61 10 21 6




i THHA4 UIPSE S AEr 2d Q1 Q3 DP EP CE CXP
46 | TTT= TR EYAAN 353.1 133.1 61 10 23 6
47 | TRy Ru FINR A 381 141 81 10 53 6

) ) 1; 7R Ry AR 330.2 284.2 83 10 17 10

8| hTrEETLs R TLa %Y AR
2 330.2 138.2 83 10 25 10
49 | UL IT—L NP % 190 163.1 69 10 31 6
50 | hUFaFYy—u MY FaFy—n 3181 70 71 10 33 6
51 | hUFELT I U TR T (BMERL+2) 298.3 130.2 9 10 35 10
52 | U Znsmy NS IN=0% 359.1 156.2 66 10 23 6
53 | F7ur=y R FFar=U K 292.1 120.1 55 10 35 6
54 | Jormy Jovmy 493 158.1 86 10 27 6
55 | ¥/ AxbhabEy |7 A= 5 N N =R 388.1 194 39 10 19 6
56 | 7Y L—] 7 L—k 4391 173 80 10 26 6
57 | EUTZHUK vYT7HY R 319.1 179.1 9 10 40 6
58 | BUIN—T v Ih—7 239.2 182.2 73 10 21 6
5 | 7=z /¥ YT ey | T/ xS 362 288 86 10 23 6
60 | 7=/ FTHINT T2 ) XTINT 302.2 88.1 63 10 28 6
61 | 7=/ TINT T ) THNT 208.1 95 47 10 21 6
62 | 7=V LY 7= U LY (E+Z) 255.1 132.1 65 10 27 6
63 | 7= 7 I K Pl A 3121 92.2 64 10 33 6
64 | 7zrEEFIA—| Txrruxi A—E 4222 135.2 66 10 43 6
65 | 7= AT AT 7 A Tx VAT AT 7 A 301.1 168.1 56 10 14 4
66 | 7HxT=FLIL THET I L 4921 3311 66 10 29 6
67 | 77 A LEL 7T A REN 334.1 157.1 71 10 39 6
68 | TAT= s ATBY INT ) Aa 489.1 158.1 121 10 27 6
69 | 7Y R 7 Ry 330.1 3101 106 10 37 6
70 | ZTuRXYPhRy S TaFY Ry S 4441 100.1 66 10 29 6
| AFTFTIIR AXVTT VYA 353.1 228.1 9 10 21 6
2| vvrmy VA= 329.1 125.1 81 10 33 6
B3| _evevrms A = 447 257 80 10 37 6
IZ B N R N T2 F S 4311 105.1 76 10 45 6
B | RUEAFINT RULAFTINT 224.1 167.1 68 10 12 6
7% | RRBY R RAHY K 343 307 91 10 27 6
77 | AFNURFT R ABRURFT ATy 2221 165.2 66 10 21 6
AFAIINT 226.1 169.2 61 10 13 6
78 | AFASILT AFAHNT ZNVHRFL R 2421 122.2 54 10 39 6
AFFHNT AR 258.1 122.1 48 10 25 4
79 | ARFL T IUR APXT T )TN 369.2 3132 59 10 13 6
80 | A=Y A AR=EY A 2241 106.1 101 10 35 6
8l | £/ V=any T/ V=anr 2151 126.1 66 10 23 6
8 | 77 7=y ANV ESYS 479.1 3441 101 10 21 6
83 | V=any Joanoy 249 182 56 10 21 6
84 | AT 4R AF_7 4K 337 122 60 -10 24 6
85 | AUYV FUYY 3451 281.1 70 -10 24 -10
86 | IAT VT A TNT T I 463 416 55 -10 28 -6
87 | ~F¥ 7Ly ~AFHFT LT 459 439 -130 -10 -18 -10
88 | VT =X N7 zXa 508.9 175 -60 -10 -46 -6




#3-1 HELOHTIE, ENREORKR
AA BT A > DEEEIZ E 720 b DITHEHNT &6 L7z
E2NAZ D F Y L x XwH b=k
s : o s 2 e s e i = s e -
& FHHA4 ST LS4 % /)0%» %}é %g % /}:X; %’% %g 7(@ /Jf)r %&_ %g P(ﬁ_ /}:X; %}% %g P(El /}f)r %}é %g
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)

1 [ xmc XmC 1033 45 129 | 1045 55 71| 935 85 04 | 896 53 69 | 999 26 33
2 | 7 AT TP AFER 516 111 168 | 547 92 156 | 467 158 164 | 511 88 107 | 550 34 128
3 | TovaRAFL TOURARFL %9 126 131 | 1072 95 101 | 1044 147 164 | 928 86 99 | 1040 43 5.2
4 | 7eriTVE TEYITY R 1062 30 105 | 1064 31 77| 1039 75 76 | o6 112 126 | 1038 14 28
5 | 7%vARREY TIRLAREEY 1033 38 01| 1083 92 102 | 1057 109 118 | 945 29 29 | 1047 20 21
6 | 7=omx 7=rhA %0 124 139 | 1007 145 162 | 1038 122 132 | 946 32 63 | 1036 56 66

AT 994 29 92 | 1012 37 69 | 902 60 63| 942 55 93 | 967 17 23
7| GESANTROTAREY T o7 2y K 80.2 25 1o 79 42 7.7 755 8.2 115 710 35 64 | 714 23 33

TARRLHLT 1056 33 92 | 1039 36 68 | 986 5.7 73| 048 59 59 | 992 24 39
8 | Avvay PEES 1045 20 104 | 1040 41 60 | 1008 65 69 | 982 37 40 | 1039 20 21
o [ 47a v AT aRY BT 9.1 73 104 | 1063 81 01 | 1068 92 11| 073 19 30 | 1040 28 31
0 | A~¥un <P UL 695 55 124 | 833 89 101 | 80 120 137 | 519 67 00 | 87 142 152
n | 43¥7a7yF 13F7aTY K 106.0 66 133 | 1059 46 75 | 1045 80 88| 938 103 116 | 1012 26 28
2 | 4vxs 770 N )T 7w 022 | 110 127 | 1100 138 158 | %7 154 159 | 95 58 81| 1022 58 8.4
B | A FRrILT AV KR AT 8§79 143 164 | 946 106 280 | 93 108 161 985 65 90 | 92 146 150
w | TFAT= T TIAT =BT 402 160 247 | 894 87 o7 | 896 167 257 | 638 90 158 | 67 141 159
15 | A%yosmik FEPIT T A 876 = 148 176 | 930 144 245 | 948 120 169 | 94 19 38 | 991 140 148
6 | A%y Ty 1002 33 114 | 993 23 55| 950 67 73| 932 59 82| 981 10 24
7 | AFsanmE FEINAF 786 76 120 | 820 74 79| 725 104 108 ] 720 84 170 | 192 34 63
18 | masun BARY L 1058 40 17| 1079 68 79 | 180 117 130 | 944 58 82 | 1029 15 19
19 | mazmssy BT ALK 98 119 137 | 1084 186 226 | 998 98 163 | 933 39 67| 1006 78 03
0 | 73rmy s3I %3 67 81| 1059 84 87 | 1016 123 145 | o1l 23 39 | 1028 31 37
2 | saFity AR su¥ity FAFUL 867 128 151 | 86 140 206 | 947 88 167 | 957 20 23| o712 148 148
2 | saFr=vy raFr=vr 1059 47 114 1006 99 100 | 950 76 84 | 920 44 77| 1025 39 46
B | suT=rror a7 Ty 841 134 146 | 761 170 253 | 488 1 &6 | 741 61 112 | 80 159 177
u | su~T= VR su~Tx) U 1013 66 106 | 1065 118 123 | 1078 136 146 | 964 40 42 | 1024 34 41
%5 | saizay7 suATay7 832 164 178 | 466 244 262 | 84 04 81| 729 5.8 o2 | 620 165 231
% | saysTy Ve 1049 50 155 | 1103 88 109 | 984 125 139 | 932 88 98 | 1007 19 29
21 | sansAay yanyAmy 95 93 o7 | 1071 09 12| 82 139 143 | 979 36 39 | 1035 44 49
8 | v7/T7 K STYTr IR 1001 100 105 | 1058 82 121 | 1066 145 146 | 950 21 138 | 1024 67 78
29 | vom vray 106.1 77 148 | 1100 71 09 | 147 127 131 | 045 69 72| 1082 13 53




ESNATD Fy oL EX M) F~ Tk
&5 HA4 ST B o | U T 30 | goe | DFE T 30 | soe | 00F | F9 | s2 | 000 | 59 | se | 000 | 7
oo WEOBE | o o  WE R e YRR e Y ORE
(% (%) (%) (%) (% (%) (%) (%) (%) (%)
30 | vrox—} v rmT—k 86.8 134 137 739 16.1 183 207 26.0 903 31 7.9 883 75 78
3 | vz F LINTxF IR 926 116 130 970 134 177 1018 116 172 930 26 34 1005 116 119
2 | v~ xmy DTN R 924 9.2 95 1034 129 161 99.7 121 126 916 40 125 1027 91 9.4
3 | vrrv=n vFRU=L 84.7 192 218 :
4 | vraFy—n Y ATFS 1008
35 VAF Y E—)L TAFY ET—)L
36 | YAMELT VA NELT(E+Z)
37 VIINET = TGINFET 2
8 | AL ¥R 1EL A 922 71 144 975 115 137 96.6 112 128 9538 24 34 923 54 7.1
ZE 2D
39 | #rTL—h HAF L— | 84.9 97 10.1 805 119 164 740 135 236 8738 59 114 900 105 141
W0 | Fqnmy ZAf oy 100.1 7.7 9.2 107.8 108 112 103.0 122 134 99.2 23 24 1021 51 53
a | Frraryp F7rus) R 1095 39 111 117 34 7.6 1025 6.1 8.9 9238 6.0 83 1021 15 18
2 | FrvsYy—L FT RS )L 212 295
3 | F7A xRy FT A ML 1056 32 129 107.2 6.9 9.7 99.1 58 6.1 915 7.2 91 1002 24 32
| TRz ERR FRF IO LA 98.4 8.2 105 1018 102 115 1017 118 120 863 26 73 1025 28 32
5 | FrFva FIFrE 103.7 28 101 1015 43 57 98.4 77 7.8 95.1 27 39 1022 18 31
w6 | 777208 F77x)UR 99.8 76 94 106.0 115 127 1067 130 133 93.2 32 35 1029 32 33
7 | Foa~rza FINNL AL 778 169 191 702 286 745 112 202 848 6.2 83 835 144 184
48 | rIraFIUL b= %V?A(ﬁﬁﬁm | | | | | | | |
R e )
9 | rvrsv—n KL s 5 o4 24 109 990 | 41 7.1 96.2 62 6.7 872 67 103 019 | 29 46
5 | hUFzFY—L Ry FaFy— 1018 8.9 98 108.0 73 8.9 96.7 132 144 93.4 55 6.6 102.0 43 43
51 | NUFELT | U 7L 7 (B RL2) 805 112 126 85.1 121 137 893 7.6 149 929 24 28 96.3 116 117
52 | NUTALRY BTN 945 136 146 976 141 190 932 132 166 94.2 6.6 8.2 100.1 143 156
53 | 77ur=yF F7Fur=1 F 94.7 107 126 99.1 159 164 974 135 156 957 44 54 99.8 102 112
54 | sonmy Joray 813 136 15.0 829 213 2938 84.1 184 289 86.4 6.9 238 977 208 213
55 | vIsmRbuby vIsmA ke 925 149 175 99.0 145 214 100.4 8.8 124 9738 50 50 1018 9.7 111
57 | eUvTaU R EUTHY R 101.8 73 118 104.6 104 111 105.1 124 134 957 36 45 1043 37 39
58 | EUIH—T eI h—7 1045 33 106 1016 49 6.9 1018 71 8.7 923 34 65 1026 33 35
59 | 7=/ ¥HFayFTFL Tx )XY Ty T 842 137 165 882 147 222 710 145 195 9238 55 6.3 96.6 159 168
60 | 7=/ FLINT T ) RLANT 935 105 118 102.3 117 122 859 155 158 947 55 8.9 1032 48 6.0




EONALD Fp oL x E9HY h b
= ¥ N . T = - T ES . T = - T ES -~ P
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)

61 T2 ) THNT T ) THANT 102.7 6.7 129 102.2 45 8.9 97.9 8.1 9.2 924 35 5.2 99.9 2.8 3.2
62 NN 7z 5V U(E+Z) 95.0 6.0 114 98.7 82 9.2 66.5 14.8 159 92.0 3.0 3.0 96.0 35 5.6
63 Tz T IRV Tz T IRV 101.1 6.8 8.0 107.1 7.6 9.0 101.1 133 143 92.7 53 5.6 103.3 2.7 3.3
64 TJxrva¥dFiA—|k PENG = N 73.7 20.6 249 78.3 157 29.7 80.3 54 26.7 90.3 2.6 3.6 96.9 16.7 19.0
65 TxUAT 4T 7 A TLUAT AT 7 A 935 79 105 99.4 74 8.3 933 12.4 14.0 88.5 2.0 8.2 92.7 4.7 6.3
66 THRT = Fv THT 2 F L 98.2 9.2 9.8 105.9 113 125 105.1 11.9 14.9 975 5.2 5.6 104.4 4.1 4.8
67 77 A MEWL TIANEL 105.6 5.6 125 105.6 5.7 8.7 105.6 9.0 9.1 93.0 6.3 6.8 103.8 22 2.8
68 INTx ) A INTx ) Ay 715 219 25.6 70.1 225 394 71.6 9.7 338 85.4 4.7 10.0 89.9 22.7 232
69 TN R TNy R 99.2 5.7 91 101.6 9.7 9.9 103.5 125 139 99.3 22 4.6 102.8 32 33
70 TaRF PRy 7 TaREYRy T 87.1 139 15.8 82.8 189 288 36.5 30.8 32.7 925 59 6.3 96.7 144 153
71 X UFT VI A ANXVTFT YT A 83.5 17.2 19.7 84.6 16.9 29.7 86.9 9.9 24.7 90.3 31 7.0 96.2 17.7 18.0
72 VA =g _Xovrsmy 88.1 135 16.3 94.2 16.9 21.8 98.9 9.7 151 97.9 4.0 43 99.1 124 131
73 ~oevray RV A /= 21.8 28.3 36.5 29.3 26.9 28.0 28.2 26.2 27.9 35.7 133 27.1 34.0 25.7 28.6
74 X T xSy RN T xS 90.7 12.6 15.2 91.4 16.3 25.4 95.4 134 17.1 94.7 24 31 97.2 14.0 15.0
75 A FIINT R FIINT 105.1 35 10.7 104.4 34 5.3 100.5 7.9 82 92.6 34 6.8 102.7 15 24
76 RAHBY K RAHY K 100.9 9.7 121 108.5 12.7 13.2 107.3 9.0 129 91.2 32 7.6 128.0 8.8 9.3
77 ABRRFT Xa ABRAFT X 104.0 55 113 102.4 51 84 98.9 5.6 7.8 94.7 4.0 4.1 102.0 2.6 49
AFAIINT 99.5 5.2 8.6 104.0 9.4 111 100.9 113 123 91.9 6.7 9.7 102.5 46 49

78 AFAIINT AFFHNT Z)VHRF T R 95.3 35 115 93.2 4.0 6.9 90.9 8.7 838 81.1 10.7 129 91.5 1.6 49
AFFHNT AR 78.0 7.3 16.9 76.8 39 131 729 8.6 12.7 55.0 10.9 19.0 62.8 25 335

79 P EWAA N AR T2/ TR 101.9 6.0 123 106.4 8.6 124 107.7 13.7 145 92.3 48 5.6 103.2 45 53
80 A=Y A A=Y A 90.2 74 138 61.7 18.0 26.5 0.0 — — 85.0 41 7.3 73.6 10.1 23.6
81 T/ V=any T/ V=anry 101.2 51 10.6 102.8 53 6.2 101.2 10.7 111 91.0 3.0 105 102.5 2.3 31
82 7 N7z 7 N7z 813 19.2 228 76.9 18.1 29.8 70.5 10.7 285 90.2 3.0 113 96.6 18.6 19.2
83 D= = D= = 100.1 6.5 12.3 108.1 14.7 153 103.0 71 14.9 94.0 8.7 129 101.0 6.6 75
84 AFXT7 4 K AF_XT 4R 422 16.0 42.8 124 53.8 54.9 29 26.2 81.4 24.7 26.1 56.9 15.7 51.4 76.6
85 AUV AV 96.3 9.7 12.0 105.3 12,6 17.1 100.0 145 179 91.8 37 7.0 98.7 6.4 6.7
86 TINT T TIVT F A 68.6 219 238 438 42.8 78.7 65.8 9.7 320 773 2.2 38 84.5 17.2 212
87 ~FHF T AR AN = 86.2 17.6 20.7 90.1 16.0 27.0 85.0 9.3 26.5 95.3 47 5.2 98.5 210 21.8
88 N7z Xar V7 =0V 75.3 225 249 76.7 21.2 36.0 73.9 10.1 35.2 91.6 46 5.8 934 194 204




#3-2 HELOHTIE, ENREORKR
AA BT A > DEEEIZ E 720 b DITHEHNT &6 L7z
IZACA F<EN VAR Froy DT
.. : o e e 7 s e e o s 7 2
& FHHA4 ST LS4 % /)0%» %}é %g % /}:X; %’% %g 7(@ /Jf)r %&_ %g P(ﬁ_ /}:X; %}% %g P(El /}f)r %}é %g
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)

1 [ xmc XmC %856 5.2 76 | 957 5.2 56 | 859 38 149 | 1051 80 86 | 1016 12 14
2 | 7HATHR TP AFER 536 64 187 | 499 75 166 | 488 64 154 | 66 113 216 | 604 84 159
3 | TovaRAFL TOURAAF L 1022 35 47| 995 47 74| o1 81 135 | 1063 65 01 | 1044 6.7 7.1
4 | 7eriTVE TEYITY R %2 34 120 97 40 62| 908 o7 132 | 1105 6.1 04 | 884 26 43
5 | 7%vARREY TIRLAREEY 97.7 26 31| 1002 40 63| 937 36 46 | 1007 73 95 | 1061 30 30
6 | 7=omx 7=rhA 1017 32 43 | 1024 48 48 | 956 17 49 | 1077 73 95 | 1013 32 35

AT 939 39 98 | o954 27 74 | 890 72 112 | 1088 65 85| 995 27 37
7| GESANTROTAREY T o7 2y K 739 34 03| 718 35 63| 689 81 85 784 69 106 | 755 26 5.2

TARRLHLT 1010 17 57| e82 53 63| 88 9.2 98 | 1084 68 102 | 1053 20 5.1
8 | Avvay fYvay 9.0 43 68 | 1008 45 53 | 952 31 35 | 1138 78 94 | 1055 19 29
o [ 47a v AT aRY BT 100.1 40 69 | 1000 30 39 | 951 43 73| 016 50 63 | 1043 20 21
0 | A~¥un <P UL 721 48 12| 856 41 50 | 638 7.7 79| e84 102 128 23 55 o1
n | 43¥7a7yF 13F7aTY K 1016 47 79 | 1014 30 46 | 012 70 112 | 1163 66 114 | 1112 44 65
2 | Avss T e 18T 1007 7.9 88 | 1000 5.7 61| 925 39 142 | 1138 100 117 | 1045 38 42
B | A FRrILT AV KR AT 904 65 78| 982 90 101| 923 38 162 | 1139 76 78|  e32 102 113
w | TFAT= T TIAT =BT 543 93 207 | 812 76 o6 | 472 118 400 1020 01 o2 | 685 106 109
15 | A%yosmik FEPIT T A o1 26 60 | 1007 21 36 | 94l 37 51| 1109 72 12| %7 72 83
16 | A% Ty %81 48 R 83 84 | 876 99 104 | 1064 58 93 | 1010 22 32
7 | AFsanmE FEINAF 77 51 53 | 718 67 15| 738 117 17| 892 50 155 | 883 38 98
18 | masun BARY L 1013 32 49 | 1005 37 a7 | 924 26 128 | 1082 7.1 85| 1029 18 22
19 | mazmssy BT ALK 100.2 68 78 | 1000 37 61| 893 55 155 | 1086 62 95 | 1022 22 23
0 | 73rmy s3I 1002 31 47 [ 1000 34 37 | %4 38 59 | 1066 107 121 | 1026 21 25
2 | saFity AR su¥ity FAFUL 9.1 43 56 | 91 31 32| 938 17 26 | 1080 86 113 | 943 72 73
2 | reFr=vy yuFT=vr 984 78 110 | 998 38 67 | 949 46 109 | 1378 88 115 | 1081 21 78
B | suT=rror a7 Ty 612 o7 203 | 496 188 200 | 734 111 234 | 898 93 149 | 652 90 160
u | su~T= VR su~Tx) U 1023 26 31| 1023 23 30 | o4s 58 71| 97 6.1 82 | 1034 14 16
%5 | saizay7 suATay7 787 31 73 | 469 48 180 | 880 121 205 | 825 55 112 | 435 266 216
% | saysTy Ve %64 43 78| 964 55 60 | 97 80 00 | 1072 94 00 | 1048 39 5.1
21 | sansAay yanyAmy 1019 33 57 | 1020 35 37 | 962 53 54 | 1081 73 98 | 1039 27 35
8 | 27V R STYTr IR 1008 56 72| 1002 25 68 | 897 82 229 | 1008 75 104 | 1024 22 22
29 | vom vray 1011 39 44 | 908 60 67 | 899 72 09 | 1114 7.9 81| 1055 23 30




IZATA X< En L&A Frov DAz
= ¥ N . T = - T ES . T = - T ES -~ P
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
30 v/uaxz—h vrrxz—h 89.6 45 5.0 79.7 52 8.2 85.4 71 15.2 99.1 7.6 9.0 85.8 6.5 9.7
31 VINT 2SI VINT=F IR 94.0 51 5.8 97.7 25 33 92.9 3.6 9.0 111.8 9.2 11.0 99.2 55 6.0
32 VIR A a VIV Ra s 98.9 35 44 99.7 6.1 6.5 87.0 8.2 22.2 103.8 79 10.0 102.5 85 10.3
33 D A=S =YV D= A=y 96.0 55 85 89.4 57 10.8 62.5 10.8 444 34.1 38.1 64.4 89.4 2.2 43
34 vAaF—)v vAaF =) 99.1 6.1 7.6 101.3 32 36 923 51 6.5 106.0 8.2 10.6 104.7 23 2.6
35 UAFY =)L VAT E—/L 89.0 3.7 74 789 6.2 144 376 14.4 59.3 8.7 74.4 88.0 77.8 55 8.9
36 A NENLT VA NENT(EHD) 100.7 3.2 6.3 98.2 31 49 934 53 59 115.8 8.7 9.1 105.6 27 2.8
37 IINGET = VIGINF T v 39.8 125 26.8 58.6 15.2 158 442 116 28.1 138.5 91 118 242 17.9 36.1
38 AE /YR AETEA 104.2 2.0 5.7 103.1 2.8 6.0 94.9 12 38 108.7 6.7 9.5 98.5 29 35
A¥ D
39 HAT L—h AT L—h 89.5 6.0 6.5 84.6 73 7.8 84.8 41 12,6 100.4 7.1 9.7 85.5 4.7 75
40 LN = LN = 101.4 3.6 6.9 101.8 2.0 3.0 95.3 25 33 99.2 113 134 1035 17 2.3
41 F7Trary R Cve/A=VARN 102.0 5.0 6.2 101.3 6.6 6.7 91.5 10.0 10.7 114.1 6.3 8.8 96.2 2.0 2.7
42 FTRH =)L FTRBY =) 34.1 144 455 19.9 204 84.9 22.8 35.1 78.9 22.1 8385] 745 32.6 317 34.6
43 FT A RXH A FT A R A 98.6 44 6.3 100.3 6.1 6.6 63.6 74 10.2 110.2 6.8 9.2 106.7 21 54
44 TR 7))L EVRA TRhIT7RNLERA 99.1 3.6 4.0 925 25 55 88.5 2.7 141 107.4 85 9.2 102.5 11 19
45 FTFTa FTTFUay 98.1 49 85 98.3 37 41 92.2 2.8 43 109.1 8.0 95 102.1 12 2.0
46 TTT7x)TR TTT7x)YR 100.5 33 36 1034 42 43 94.9 5.6 9.0 106.2 83 11.0 103.5 2.0 20
47 TINR R TN A1 829 51 9.7 79.8 25 118 84.9 9.6 179 95.0 83 12.6 66.5 147 15.1
48 [N Z=E SN b7 #V?A(ﬂﬁﬁm 0.0 — — 0.0 — — 0.0 — — 0.0 — — 0.0 — —
YPEE S ING LI )\
49 N> T —v NI T — 814 6.5 137 91.3 54 9.2 82.9 8.7 838 102.5 7.7 838 95.3 32 37
50 rNYFaF—i rNYF Sy — 94.4 41 8.7 102.2 4.0 42 914 7.0 7.2 110.3 8.7 9.1 103.1 45 5.0
51 r)FELT kU T T (HERL2) 915 4.4 6.4 95.9 17 42 926 2.4 3.3 106.5 85 11.3 95.2 47 7.3
52 2N = P2 N= 96.0 55 59 99.8 4.0 4.4 91.0 25 16.9 109.0 9.8 113 98.7 54 5.7
53 F7ar=U K FomrT=U K 97.9 3.8 4.0 100.7 4.2 49 939 6.2 116 105.1 6.2 7.3 101.0 6.7 79
54 Jovea s Va1 a=4 89.9 54 13.0 96.5 38 71 855 10.6 27.6 110.3 11.2 124 92.7 115 123
55 =878 = -3 N = g |74 = 730 N = 8l 94.4 4.1 4.1 995 22 24 96.9 4.3 45 107.2 9.1 104 919 55 6.4
56 E7YL—h EZL— 447 6.4 241 35.1 16.5 344 455 6.3 19.8 56.8 125 25.0 484 111 27.6
57 Y72 R =R S 100.9 48 5.0 99.4 45 49 92.5 48 57 108.3 9.6 9.8 104.8 24 33
58 vy I -7 vy Ih—7 101.2 24 5.0 98.8 48 48 90.7 5.2 6.1 108.5 55 7.6 102.5 24 2.6
59 WA A=y eV S A=Ay et 79.6 53 18.1 89.3 37 6.6 88.5 41 85 107.4 6.9 10.7 91.6 10.9 12.7
60 T ) XIANT T ) XVHNT 100.9 47 6.4 1014 33 34 90.9 49 171 108.4 117 12.3 101.5 3.0 31




IZACA Z<EWn L&A Frry DAz
. : N — e = — =3 =5 — 7= = - 7 ESTS - e
Eisey HEA% SRR b S 4 %5 %}}é %Q % /}:X; %’T é %};j 7(@ /Jf)r %){;{i %Q P(ﬁ_ /}:X; %’JT ‘iJ* %};j P(El /}f)r {%L% %}g
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%)

61 T ) TANT T ) THANT 97.9 44 52 95.0 6.3 6.7 85.5 5.1 12.0 105.9 8.4 8.6 100.7 19 2.2
62 ENNY A 7z 5V U(E+Z) 84.5 3.6 59 92.2 25 5.9 87.0 6.2 6.8 105.3 9.9 12.2 92,5 57 6.4
63 T T IRV Tz T IRV 102.9 3.2 35 99.9 6.3 6.8 94.5 3.7 5.7 107.4 8.6 9.7 102.8 2.8 3.3
64 T ERFUA— | PENG = N 785 4.0 113 94.1 37 49 88.7 2.3 45 104.0 85 10.8 81.1 10.8 114
65 TxUAT 4T 7 A T2 AT 4T 7 A 100.6 39 7.8 97.2 5.7 8.3 834 101 11.2 101.8 79 15.6 98.6 25 75
66 THRT = Fv THT 2 F L 99.9 59 6.3 98.1 30 36 94.3 6.7 118 98.2 6.5 8.8 103.2 38 39
67 TIAMENL TIANEL 104.1 36 53 101.8 38 4.3 90.2 7.0 8.1 114.7 8.7 9.3 106.2 17 3.2
68 INTx ) A INTx ) Ay 743 5.9 147 95.4 3.0 31 79.3 44 225 106.1 74 10.7 74.3 11.9 16.3
69 TN R TNy R 100.3 21 36 1015 58 6.3 95.8 45 58 105.7 89 9.7 101.7 14 1.6
70 TaRF PRy 7 TaREYRy T 82.7 6.7 20.7 86.9 54 8.0 64.0 7.1 46.5 106.6 9.2 12.6 924 11.4 124
71 X UFT VI A ANXTFT T A 814 5.2 104 99.4 2.2 3.0 87.1 2.6 16.0 109.5 55 9.0 88.8 11.2 12.2
72 VA =g _Xovrsmy 98.0 48 49 98.3 1.6 3.2 95.4 12 3.0 107.5 1.7 9.9 98.0 49 53
73 ~oevray RV A /= 36.3 118 24.6 33.0 23.3 276 34.8 15.0 40.8 48.0 8.8 28.2 436 10.2 23.3
74 X T xSy RN T xS 924 8.1 9.3 96.8 23 46 93.1 35 36 105.4 82 10.2 94.9 9.7 110
75 A FIINT R FIINT 98.3 3.2 6.5 98.1 5.0 5.4 89.6 5.9 12.8 107.8 1.7 8.8 1035 17 2.3
76 RAHY K RAHY K 101.4 46 49 99.6 4.6 4.6 87.2 45 156 1104 5.7 9.2 84.9 4.1 6.1
77 ABRRFT Xa ABRAFT X 103.2 3.6 38 100.2 41 42 91.8 7.6 89 1104 75 838 102.1 2.6 2.8

AFHFINT 97.6 2.7 48 97.7 53 5.6 90.1 47 173 107.4 8.0 95 102.6 0.8 20
78 AFAIINT AFFHNT Z)VHRF T R 874 6.4 9.9 83.7 49 55 78.8 55 113 99.5 53 115 95.1 13 55

AFFHNT AR 61.9 4.1 171 60.4 48 21.3 50.1 117 275 711 6.8 35.7 66.7 42 345
79 P EWAA N AR T2/ TR 99.2 46 53 100.9 45 54 90.2 7.3 85 104.4 118 14.3 106.2 2.0 2.6
80 A=Y A A=Y A 97.8 47 5.0 875 33 8.3 73.2 13.6 27.8 51.0 249 422 86.3 85 9.2
81 T/ V=any T/ V=anry 97.2 5.7 75 95.5 45 6.7 87.0 27 19.6 110.6 79 8.7 102.4 13 2.3
82 7 N7z 7 N7z 80.3 42 9.8 87.6 32 5.8 85.8 51 229 108.9 9.1 11.2 85.6 8.3 8.8
83 D= = D= = 102.2 5.2 59 101.3 9.4 10.7 88.5 6.9 18.1 107.8 11.7 124 105.5 6.3 7.2
84 AFXT7 4 K AF_XT 4R 13.0 26.0 69.4 15.6 25.1 78.6 17.7 36.7 84.8 15.1 35.0 65.1 14.6 67.9 71.9
85 AUV AV 98.5 6.9 79 99.6 45 4.6 95.3 5.3 74 107.2 5.8 8.8 104.0 2.8 37
86 TINT T TIVT F A 725 6.5 135 47.8 7.2 48.0 785 27 4.2 92.0 8.2 12.0 66.3 12.0 154
87 ~FHF T AR AN = 93.2 48 10.1 99.6 38 5.2 93.7 38 55 109.7 6.5 12.2 93.3 10.6 112
88 N7z Xar V7 =0V 84.2 6.1 10.5 96.6 55 5.9 89.3 5.8 59 103.8 83 117 77.6 149 16.2




LC-MS/MS % F 7= B F [ 3K 5L — 2 0 T EE O 2 4 PRI S T

1. IXU®IZ

EHERMIT, FEPEMADIR KD TRIRIR R
OHPTHERASNTWDR, AME~OEENEES
TWAHZ Eenn, AMEEECE Y BMPIER-E TS
HEENED LI TN D,

/K EEW) R OB SRS — oo bTikid, SRR 17 4
1 H 24 AfFE2e55 0124001 S22k v THPLC iI2k %
B HEIE L EO—FRERE (GKED) ] D@ Sh
TV, YFFTIXZUCHESE SOP ZER L, INEMH
HEEMLTND, —JF, PRk 22 4 12 Az, EAY
B8 L0 TR T 5 RS IC R 2 R Rk
UM A RZ A4 CAF THA KT Ln
9.) DEAS AL, BWHERLBREICON TS, &
TR TREWD DM B EA~ OB G IEOHIWT 217 5
WZDOWT, ZOREMEHERTHZ LARD LT
Do

Al k7 a~ 7T 7 ERBSER (LLF,
[LC-MS/IMS] £\ 9,) OFEHFIHEN, ZoHA KF
A ANHEC TREE D Z YR 21T o 72T, IR
\ZEDFREREHRET D,

2. EBGE
(1) ek
AEHL, FOFA - I5N - TTIE - B, =
(F1 2 3F) . FIZE Tz,
(2) bt B = HE S
TR ES S, 44 THRE 47 LAY (32 2) (I
DWCEHI 21T > 72,
(3) I
FRYESL I, AOMIE TR DB A = HE IR &
FEAERAD ONZ [RIFEEL, Fnoeplisi T3EMmR % OB R
AR O FEAE L B 2 BV 0.05 ug/ml (o — F
LR OB — FLrARm 3 0.01 pg/ml) &
mHEOTERN=MU L GRREEIERBA) O
U7 b DERGEHERIK S Lz,
RAERERRAZEE, 7% h=KrUL (LC/IMS
) —/Kk (2:8) THIRL, IRAEEMEFEKRE LT,
~FH U BOKAREE T b U D AR R IR

AKEZ  EHEER

A%z, 1-7'm/8 7 —)v, ¥EEIX HPLC H%E, 7k
k= kU U35 SRR B S LC/MS H & F v
7=

(4) RBRROMEGE (4 128)

#EH5.00 g % 250 ml PR IC &V ERY . T K
= MU FREEEERA) 30ml. 7 k=K UL
fafi~F4 2 20 ml L OSSR U w7 A% 10
g =Mz ARETFA XL, 3000 rpm T 5 43fH
HOSEEL, B ZEKmEET MY U AT EEA
NIz F A Aidgs% FV T 100 ml a5 e — b
WAL, LGS ER. 7 =M Vigx
100 m @A 7 Z A2 Lz, ~FH U EE
JlTm OB LTIz, EHIT7 k' b=
UL GREFEIGRERA) 20 ml 200 %, 543K
L<#EE 9 L7%.3000 rpm T 5 4y 00 L7,
FiEE N T AL E AW TR L7 asy
wr— ML, LEGHER. 7 =RV
JEz%n7 2 h=hFIABIZEDE 1-7 /) —
10 ml ZIzTr—Z Y — NKRL—F—|Z &
D A0°CLL R CIUEIRAME L7z, Wic, e/ —u
BN A ETRAICEHFZTHE L, REmIC
T h=hrVU/L—/K (2:8) 10ml Z i1z EBEHLE
B T LTz, ZOWHE 2 ml % 10 ml 5K
BgIcClty, 7 h=rU—K (2:8) 8ml%&
Mz TIRML., 5REAIREKE LT,

TR 2 ml Z 10 mmEEIcB L, 7k b=
kU VIR~ 0.5 ml ZFEE L, 3000 rpm T
5 syfiE Bt Le, ~ Y U AR bR,
TEr=bRUV—KEERY, TNEAT T
7 4 V& — (LR 045 pm) TAIl L7z D %Rk
Wik L Uiz,

(5) H&iE K ORIE S

F1oLED L LT,

(6) ZHPERHMOD S5k

T 2 4703, N EVIIEREHE 1 B 25497,
3 BT T 2By U FEBRFHENC L 0 FEh L | 38
PUE, B (EUER) . DHTHEE, SENREEE R OVE
FRRFUC W TEHE L 7=,



F1 o GERE L OWIESRST

TEE LC i : SCIEX Exion LC
BT« SCIEX QTRAP 5500 System
VI Agilent i ZORBAX Eclipse XDB- C18
(3.5 pm, 2.1 mm X 150 mm)
BHEHE AR 0.1%FFRERIR

BiX 7Eh=hrVU
Vara¥asvg < iz Bit 1 % (Omin) —1 % (2min) —99 %
(12 min) =99 % (17 min) —1 % (17.01 min)
—1 % (27 min)

it 0.5 ml/min

BT LI 40°C

EAR 10p

A =T A CUR :30psi CAD:10 IS :5500V
,NFA—4  TEM :400°C GS1:50psi GS2 : 80 psi

ihe : ON
AFAE—R ESI
MRM &/ %2 BHR

%} 5009 250 ml sk
—— 7 b= b UL GRHEIEEREH)  30ml
7 b= R UJVEERIANE S 30ml
SRR ) 7L £9109
----------- REDF AR
"""""" a6 04rEfE 3000 rpm, 5 43

[ w | jomie R

""" BT AAE (G2) >
P37/ R ol NURVN F——7% =KUY/ 30ml
PN )
..... = B IN
M OH T R ABEROIBES e S ,5 7
o — MISOBRETERY | F-o-- s 04rfE 3000 rpm, 543

----- LIS < Jiil

----------- #5ABM (G2
----------- LIES < fhiet

7 h=hVVE

| 100 mi s =752 |

— 17— 10ml
----------- MR (40CHLT)
----------- FHRTT S RIS T E T

T h=hUA/K (2:8) 10 ml ZHNZEBEIE
Y gah T L. 2ml 245
10 ml &y FRE

T Rr=hU/K 2:8) 8ml &Nz, FF0

7 = R U VRIS 05 ml RS
"""""" EL43EE 3000 rpm, 5 43

----------- T b=k UV/RES T

----------- AT T T 4F— (045um) THil

ARBRIATK

LC-MS/MS

1 BRI OHR T n—

. R
(1) BRMEIZHOWNT

HA RTA 2Tl iEE— 7 OFRFHITR
DEBYTHD,

SERBUR L SEEOBIR | BB — O
SRR < IO 1/3 gfﬂ%ﬁfﬁﬁi;f
BRSO 1/3 ﬁ%%@%ﬁzig%

T RBIERE LIS A, EREYEFET
LHE =27 3R 6o,

(2) HEEXROFEEIZHOWT

AREHEE L LT 001 ppm (a— FLrRu K
VB — F LR E 13 0.002 ppm) 12725 X 9 IZiE
AAEYEFIR AU L, 30 i@, 2. (4 IfEVak
BRI AR L7z, 72, IBIHCOWTIL, Zh
%Rt IROIEEVERIRAZ TN L, RIS HERIE
REPFR LTz, MERIL. o« — LA KD
B— L rARE AT TIE02, 05, 1ugll, %
NS DAL EMIZOWNTIZ 05, 1, 2.5 pg/L DR
WRLE LTz

HA RTA 2 TlE, TINEEEA 0.01 ppm (2331
LEE PHTHE R ORENBEOLUE TR O & B
D TH5D,

HE (%) 70~120
DHTHIE (RSD%) <25
ENFEE (RSD%) <30

B LS OfRER AR 3ITRT,

B R OWEFEIZ DWW TR ER T 72 L= DT, 44
HH 47 kG, FomKT 25 1A 27 LG,
FOREN T 29 HHE 29 b5, O T 20 THH
20 k&%, FOBET 34 THE 36 k&, N
FC 35 HH 37 {bEM. BT 36 HHE 38 LAEY
fb&ch o7z,

FEgIC Wi, hoFEHZ BT, FEHEA
& oT2 b ORE-oT,

zrvunvaxYr Avaxho X7
gXY RN TR AN TIE, T
NRTOREHZIWT, BHE, HMTHEE, SENKBE



DT NDDEEHEA G - R0 Tz,
(3) EERFONT

2. W ITHEVFREL L 723t~ R U » 7 R
IROEERERE 1ppb (o — R Lo ARa U KB — b
LoR| % 0.2 pph) GUEHAS T 0.01 ppm (i
0.002 ppm) ZARY) EMNZ - E RV, EE T
FRABIEE 0.01 ppm (Z331) 54— 27 @ SIN tEA3 10
UETHLNEI D EMR LT, 72720, E&T
FRAEZY 0.01 ppm L 0 K& WA, 0.01 ppm (28
JHEE—2 D SIN L BHZEDOREICEITS SIN
AR LT,

ZORER, TXTOEWITIST SIN FH 10 A
A& L,

4. F&¥

LC-MS/MS % - B I EE 35— & A AriEIC D
T, 44 THE 4T (LG % R GUT AR 21T o 72,
REREDOZ YD HER TE 1= DIX O T 25 THE

27 &, AONENAT 29 TEHH 29bAW. 4O T
20 JHH 21 {bE. ST 34 IHE 36 {bat. A
VT T35 IA 3T AW, FYNT 36 WA 38{LEW
TH-o7-,

F7-. 48] ABI3200 QTRAP 75 SCIEX QTRAP 5500
AEFREATE L, ZAUSHE D BREEN IS KV | B
BOMPEEMZMR LD b 5 AR L IR Cobr
IWHHEL 72072,

5. BEIER

1) JEAGEE ERE SRR ERER R
PR 2 K, SRHARINY) S LB A R 3K S D gy
THHWEDORBRIEICHOWT” ERITELH24H &
385501240015

2) BEAGEEERELF RGN e @ R
(ZFRRE T 5 R I BT 2 BRIE O 2 S MR 7 A
R A v O—HWIEIZHOWT” ER224E12H24H &
25812245515



2 EAESER 4 THE & 2D MRM &

Fe HH% SINTRGA A QL Q3 DP EP CE CXP
1| s SR AR AR 01| 1B2| @ 10 39 10
AIF—N2-T I
A Y B = A=E s 360.1 3161 84 10 24 10
A=A=E= R 3322 3142 86 10 25 10
3 | AxXVV=vIm FxV ) =y Ik 262.1 216.1 70 10 37 10
4 | oy F7uXxy 3621 261.2 76 10 36 10
5 | Anevadyiy R A A=E = 396.1 295.2 81 10 32 10
6 | ANRATYL ANWANTY A 2752 1231 66 10 37 10
Y a-h I/‘/rji:rz v 2712 1652 71 10 51 10
B-hLomy 2712 1652 71 10 51 10
N AZA=E R AT A 386.1 299.2 9% 10 35 10
DTRY Vv OTRY 261.2 1232 m 10 31 10
10 | vraxgi DAL % 400.1 3562 84 10 25 10
U | A7y b HD ANT 7T R Y H T 295.1 1562 101 10 25 10
2 | AV77X%HY ANT 7 X ) XYY 3010 1562 66 10 27 10
13 | AVT7 I 7= ANT 7 TT = 215.1 920 190 10 34 7
14 | AVTZ 7)) 2o ANT 7 Iane ) B 2851 156.0 41 10 27 10
15 | ALT7OTVr ANT 7T 2511 1562 4 10 29 10
16 | ALTFIIV ANT 7 IIV 2791 18538 51 10 37 10
17 | AVT7 VA RFL Y ZNT 7R RFT 3111 156.2 51 10 31 10
18 | AVZ7REZIR ZNT7RH IR 2151 156.1 71 10 21 10
19 | AVT7FT /=)L ANT 7 FT =)L 256.0 156.0 56 10 29 10
20 | ALT77 REL v AT 7 REL L 3111 156.1 36 10 31 10
21 | ATy hadx =L AT 7 had =L 268.1 156.2 81 10 21 10
2 | AVTF=LT IR ANT 7 =AT IR 1730 156.0 60 10 9 3
23 | AT ANT 7Y 2500 156.2 56 10 29 10
24 j/t j ;Z REAZTY ANT P TEEAR DY 3570|1562 86 10 25 10
5 | ALTFRURT IR ZNT 7 _RURT IR 2171 156.1 76 10 17 10
26 | ALT 7 A RF =L ANVT 7 A RS —L 254.0 156.0 56 10 29 10
21 | AVTF AR LT ANT 7 AR Y H D 2811 156.1 46 10 27 10
28 | AVTFATVV INT 7 ATV 265.1 1080 26 10 37 10
29 | AVTFEI AR ZNT 7E) A RF 2811 921 56 10 35 10
30 | AT YF L ANT 4 D FH =)L 268.1 920 90 10 36 n
3 | ATV —L ZIVT 4 S =S R Y T L 2401 1562 71 10 19 10
R | AT VIVV ZNT 4 IV 2790 186.1 170 10 23 5
33 | F/umXPv VA AZASE S RIS 3581 3402 146 10 29 10
s | Frsrn FTN_UH )L - 2021 1751 46 10 39 10
5-b RudsF 7 gy —L 2180 1910 56 10 21 10
3B | FURARTU L F)ARTY L 2911 2303 66 10 35 10
3% | FUVI R Uy AW 2330 1870 76 10 35 10
37 | srTuRgi T aFRH 3202 3021 86 10 25 10
B/ | BYURAZIV EY AR I 2491 1772 101 10 a4 10
39 | veI R == N 289.1 2711 0 10 28 7
0 | A s — TN B 3141 2822 ) 10 28 10
4 | TAx TNAF 2620 244.0 66 10 25 10
2 | =R TuRg SO NAE o 3632 721 81 10 43 10
3 | I N =E 264.1 2461 66 10 17 10
M| LRIV LRIV —L 2051 1780 81 10 29 10




#3 EELOHTEE, BENRBEOMRE
HA RTA L OFEMER T ST OITHBENT 26t L7
LEOHA O EOI R LR H 23T (FEE) Pl
&5 4 IR LAY, WO | DT | 3 | g | OHT | N | g | ORI | N | gy | DR | B | g | DHE | Y | g | DT | S
U wmeome | E omwowe | T wme o omw | mw o | BE ome o omm | Y me o ome
(%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%) (%)
1| Fres s ii;?iv ;’;ﬁiﬁ‘zﬁ_g’; 9 00| 89 78 80| 75 175 187 | 89 15 79| M3 50 54| 79 92 99| %7 61 76
‘ B TynTRRL 67 258 - 58 140 - 70 281 - 104 | 204
2| momTmE LFnTnEg 102 107 | u70 108 157 | 1077 . 58 173 | 1026 93 | 102
3 | ARV Y=yE EEAERY) 46 87| B8 27 54| 1m08: 92 99| 7m2 91 92
4 | FouEgo FuF 72 213 ! 47 135 53 23 ! 17 174
5 | ArEToxygi FAETaEYL 31 86| 28 41 46 20 19| w1 108 122
6 | AAANTUL AR T 2 59 130 | 720 73 150 | 744 81 88| %6 148 148
o a-hlLoknry 68 159 | 80 67 U2 | 780 65 183 | 820 89 134
L atiag B-h Loy 60 186 | 85 78 89| 780 105 15| 1035 43 49
8 | #ITmEH s 87 62 75| 73 49 73| #43 123 129
9 | vryvr TFRY Dy 73 28 84| 740 79 103| %82 91 105
10| vrnxyiy vraxty 41 58 136 | u78 66 162 ! 77 123
0| ZLT7T b FLEYFDY | 2T 7T RRUEY FU 147 12| 86 45 56| %8 94 155| 987 118 129
2| AR XY ANT7E ) FYY 100 107| 82 42 49| 72 125 03| 84 69 88
1B | 2TrrT=vy INTF I T =D 163 | 182 | 463 37 59 - 36 - 818 68 76
1| ALTrrEALY F ATy AN BT 134 175| 85 55 64| 818 97 21| 792 105 121
5| 2TrUTUL ANT 7TV 83 181 | 73 65: 87| &3 87 276 85 76 100
16 | AVTFUIVY AT VIV 129 188| @9 92 102 | %8 83 199 | 94 123 130
17 | AT UR R ANTFUA R 102 14| 94 35 63| 85 81 171| %0 61 75
18 | ALTFEHIR ANT RS IR 85 91| 797 23 26| 73 37 44| m3 . 79 79
19 | ALTFFTFV— ANT P F TSI 160 | 204 | 83 52 58| 87 192 266| 83 96 104
0 | 27y REoy ANT 7 RFLL n3: 127| 88 46 56| 93 105 27| @2 31 54
21| 2Ty knEgs— AT 7 b aEHS 129 48| %7 29 44| 918 68 17| 9%0 108 133
2| 2ALTr=AT IR INTFENT IR 140 1 26| 713 12 146 - 67 90| 799 95 107
B3| ATrEY VY AT EY 120 15| 781 77 90| %1 88 26| 1021 109 115
u | ;Z‘jﬂ (et ANT P TOERL DL 10 12| 91 51 53| &7 97 10| Ul 97 98
B | ALTrALRT IR AT FRURT IR 124 46| &6 15 17 - 61 101 | 892 106 122




DR OIS O O T G s

s i ELa Moo | s | DHE | | oy | DT | EY | o | 0T | BV | o | DD | BT | or | 0| BV | or | 0T | 2D
oo WO e W 0| w B e W W e W W e B0
2% | ATy A RXP—L AT 7 A hxH L 104 118 88.7 54 54 824 83 110 914 80 119
21 | AVTyRARXIREYZT ANT 7 A RRTEY LV 153 206 84.6 55 57 9038 71 256 97.7 108 129
B | AVTF ATV ANT 7 AT 142 195 795 15 45 95.0 126 246 99.0 109 119
29 | AVTFES AR ANT 7E) A MR 127 142 84.2 50 81 783 83 184 85.6 103 1n7
30 | ALVT 4 XYL AT 4 X =)L 59 6.8 820 30 48 775 75 81 865 48 88
3L | AVT 4V ANT 4=V R Y A 9.0 94 914 55 6.3 748 6.7 6.8 832 31 45

R | AVT4YIVY ANT 4 IV 135 186 66 i 122 69

3B | Hrvaxprr X)) 7axtr 80 249 101 281 138
B FTARH S 14 128 47 53 11 65| 151 70 83

B | FTH—

5-b RRF I F TRy —L 79 147 84 149 704 121 129 | 1020 100 107
35 R A RTY L R A RTY L 31 196 100 165 740 106 147 164
36 | FUT AR U A 09 45 24 35 | 1001 6.0 90 9.0
37 | svvadHr IvzaxPr 86 193 53 170 88 98 116
3B | BUAZI EURAZI 6.0 83 24 6.2 6.0 6.2 90.0 109 109
39 | eI R == 31 52 876 27 29 820 81 16.2 737 102 170
40 | TR E =)L TN =) 51 65 810 6.1 64 L7 58 88 | 1016 91 94
41 | TuAx TNAF 42 77 | 1024 37 46 | 1030 92 9.7 102
2 | wVR7aXor ~VR7axYir : : 45 157 - 73 160 | 1010 44 105 165
3 | IexPo N=E /g 0.01 1194 105 125 727 » 190 » 190 | 1061 32 119 933 21 45 | 1024 9.0 113 1n7
4 | LRIV LRI Y=L 001 95.0 42 49 85.7 142 152 954 30 33 98.0 18 23 984 6.6 1017 86 94
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1. IU®iz

REZOWEEIL JISIZED LN TEY, i 6
FOFERS LD, REOBMIZL > THRHAZ
DIRAELEN R > T D,

HEKIEAE 2 B D 28 B OBUEICIE S BREER
FLANE D D PR BEEIAR D ME H 1) KO TFRK
DAREDBETEFIZET 585 128V TITHR
Tk, SRR S BE 1B SR RAV /T E D R &
NTkY . DKEGEICARDBREEEERIE 2 ATE
BREE DRI BT D BREEFEHE ) (TR TSRS
WY (IR AT, MR O ) | il
b NI U=y AETlE EBIEARA, VE O 26
). 8- BRI AH T KETIEXTIRAVHT
ERRASh TV,

BUE, YFT CIREIMRBO BRI K v sk
DREZEIT>TND, Ll IR E L
TP O, RAEA A I AORE
WLV EOBRENELDZ ENMBLN TS, (B
B A A 72 51F 10mg/L, 7 v 572 51F 0. Img/L
BRETHEICIDEDBRENELDLZ ENHD,)

—J7. AR 26 AEFEICYPTICEA S - 2
RFEFHTIE, REROWEP B IREIZ LV AThE
Th D, BOMRIEITHKSBRBEIEE D AEIEITER
A TEIWZenn, BEHEAEN D B
AEHCIEE R EHEAREE L &0 ) RTEIE &
208, JEMEZRRIAE A RE Th Y | SRIMROL
LR Y. Bk A 7 e LD
WREZ TR0,

Z 2T, YT REROBRBEMAED & - 723
(2D, BUBHEERNC 50 70 E 15 % B & i
THIEEHME LT, AN LBy
FRIEN X D INETE OB & SRR LTz,

JEEBP A S

2. Hik

(1) bede F ik
ABHZIT R 27 2 1 H~Fpk 29 £ 3 HE T
(Y FTIC RE R OBAEKED & - 725k 2 Fv
7=
FRELEOWPERET 3~10%" 2 ThHh 523,
10% L ARET 2 & A RGREDN 14% (o inis
PEZ VTR, 145V 10%10%) & 725, {EL,
ABHE R E TN E LR EICE EFNTND b D &
T5, koT, Bk WERRK (LU TTD
i R &N D) AERSMERIEOEE EEE D RE KGR (LA
T TUVAER) & H) TEBRUZZME (LR TTD/UV
el o) 28 0.86~1. 14 OHFPAS OB I
EIEIZLDE R D7D E LTIV =
Bl Ol
HL, BEHROERE TR 0.1mg/L THDHZ
LD TD AEAR ST UV K5 RS 1. Omg/L A D7k
BHZ DWW TIE TD/UV FelZ L 5 HIE XSk d,
D FEF & UV R OZEN 0. 2mg/L LA EDHAEIZ
WEEICLD2ENE DD E LTERY o
7o

(2) ERANRIOCICEEE DWE 51k
SRAMRIEE Y BE VLT JT1S.K0102. 45. 2 IZE D D
B THERM LTz, 2ERHT. BRASZ A
77 )1 P—HU-3900 % Az,

(3) By s D E J7 ik
RIETIEHEHIBED DN G EN TV HGAIC
X, REVFAP I IFH—lcTcIns %
B—oysgs 2t o TnNd, AEOMK
FCIE, RELORTLEE L LT 40ml H 7 AL T
JVAZERER U 72 50B & B IS8 AERRIT T 6 Ay R
LU, Mm%z e B—IcoBL,

HE B TR B Ee R ERT TOC-1L CPH & =,

EEMFIIR1IOEBY &L,



*1 EAKRSFEG (RE#a=y M)

HRE S

pa(lt

EEFNESK LR

M - R -2 T R v 7 T 7 AN
AREHEAR - 1504 L

PRIEIRE « 720°C

7 A EE © 150mL/min

3. BWRKUEE
(DUV A5 T TD #E R 1. Omg/L R 070k}

UV it J K O TD G SR8 1. Omg/L AR o EHZ B
JHRESMIK L DOEEBY THoT-, TDFER &
UV #ERDZED 0. 2mg/L LLEOREHT 138 5k
68 FUE T 49. 3% AHIETEIZ L DEWA R Bz,

Z & EDRENT UV RERDO T EE L 72> T
Woo ZAVUTERSMRIOECEE THIE T % 220nm
OWERE TIERLA 4o/ L D IED
MEEELDNERD DO EEZ LD, SLEH-
BRI LA F O FEFHEK TIEZ < OREHT
BEEC L DEORHST2M, 2 b OFEEFTIL
RIS L TR0 . 77 v b OmAIKIZHEK
EHEAL TS Z LR b HKICARE £
TWDHZENFKEBZ D, IR E
ETIERALY A A 50mg/L DTFAETHI 0. 3mg/L
P OWSCEZ R L, KT ORI A A
(6Tmg/LF2E) IZ K DWER BT DEZEXDL
DV, SRS IR O RITLEE L 72 % KR AL
TRV D LYY =BT Y T AERIZ X
D0 RIEDOBALRIIENL TVWD OO, kT
LZMEORIIR LN TN D72 Y CODEAE < |
FERBE DRV EHIEEROMR LA TE T,
ATLERRE & A DS RAFE L T & 2R o 7o
bb, Fio, BEAKTIEZ S OREFCRIEEIC X
DENBH T,

FEIT, 7o DM CERE S AU 7o BBHT IR ok
DOE Y RCIEEM PR > TED . 2 b OWH Y 5%
ETLERSE b5 2R E L E N TICgiEN A Uz
AIREMED B B
(2) UV SR R OVTD A 3 312 1. 0~10mg /L ket

ot L 7r ol EHIK 2 D LB Th o

72 TD/UV kb2 0. 86~1. 14 OFFHIMI H > 7= DI
228 B 54 BT 23, 7% 2NHIETEIC K B EW
DR LT,

EFE A EDRET UV RO TG EE L 725 T
We, ZOREBTIHBANREENR TS LS 7
PR - BB LELFOFEEFTPKIZONTD
HEEIC L D210 d NIV el o Tz, =
SBERNERR D 7T SRR, B ALy S
KB OENFE G K CIEHIEEIC X DE VR H
ZEEEE Ao VBUELNIRIE L TV DAY, IEIEIC &
LEWRD LB DL LSS HE L Ao TEY
WOIZLDETWRRPESDIZRoTobD L
EAbND, BERFETHKROEGCNH 50k
DO—ERITEERPENMEL, ATLBRIZ BV CTRRE
FEOHNTHUET D720, HELOBEAIZ L HU5F
Dol bDEZEZXHND, 2O THRILL 723
BHZOWTIE, ZORERTHETOREHZ SO
THIEIBIC L DE NN H -T2, ZHULTER EDL
B3R IR A L, AL TV B2
HiLd,

IR CIEt O ER AR E S HELTWD &
EZLNDHDT, ZOWREETTD/UVEE pH |
BOD, COD, SS. 7 v AEGAEE OMBEE ric>
WTRD T2 (1K 4~8), £ ZEH 0.297, 0. 287,
-0. 187, -0.644, —0.620 L 720 | BAME/2AHBIIX 72
WEEZHRD,

(B) UV R IUL TD i RAS 10mg/L D FEL

HB DR G L 7o ToEHIKI 3 D LB Y Th -
7= TD/UV He73 0. 86~1. 14 O#IPAIMZ - 1= D%
141 3Bk 26 3BT 18, 4% 2SI EEIC L DEWN
BRI,

ZOREIZB O THIZE A EORET UV &
BOTTNEE & 72> TR, HORRER L
THEEIC L BB H 5 EHIR SN T,
T HBERI R DO BEMR HORK TIRIEEIC L 57
WAELTNDr—2 LA T TV, — AN RIE
LTWH 2, ERITARHTH -7,

LR LSt DHEKIC OV TIZ 2 3B S & TD
RO RE L, ORI TIEHE Y b



BT D, SSIFEL | DB — I K & 72
BTN EBEZbND, FIRBOCCE D TITA
DFAEEE U DPEITE ZHL | SR
LTI 10 5 LA RALT - 72 L CRLE A L
TWD Z &ML IEOREE A U D%
MWEALTNDOTIE AW EHERI X5,

4. ¥L9

BEOENERER L E ZAH, WTROREE
IZBWNT H % < OB TR ETEIC X D
HIERE RO TR EEE R LT,

Z VTSRS IE N A Y . Bk A A
V7B AL DIEDBAEIZHRT D LB Z B,
BSRIEN L REFOBEEICITVMEZ R LTV
5 LEZOND, EANRBOCETE CITIEDRRE
AL DHERPELED D720, IESFIZE I
WEIREHZ DWW T REC LD MEN AR TH
HEEZDLND,

BRI PR RE R EO N ELEICEA S
TWARWZ &IThx, —HOREHI W TE iR
BN EEZIT TN S D Z & DELHIGY
BBV TIE UV FERIC X 2 R A E DR
PE LW, UV ERICBIT D IEOREELEET S
L REERBREDSET -2 L LT T RS
B THERREMET 22 B2 T LERD
Do
F7-. BEKICBT 2HET — 2 IEICB N T
ITER MR EBE R CIRIE DRAZE A 4 U D BRI 23
B DD Z LD D TDRERIC K DA OE
RNEELWOTIE 2V EEZLND, LD L,
8 EDSIMER ISR L 2T — % LDl
WHAEE LW LD BAEITOEMIZIG L7z
KB Z T BERH D,

5. &3k
) JIS " R7 v 7 53 BBATET OKE),
p. 1101-1110, —fRMHEAN B AREHS, B
(2017)

2) JISEEWG U =2 FefiR T PEARABRDT ik

&ET 5 ki, p.337-357, —fREAREIIEAN H AW
2, WAL (2014)
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JEERCE IS L7 BB R IZ DN T

O M H {5

1. IXC¥ic

TN S BERIM R 2BV T, 7 = TR
ks TEIENT I 2 PR I A 2 A 0t 1 O M L
NIZHERERNE L TRY . TORG & 5T L
TIELWE DIKBRERER 6 8 o7, 1CP-MS,
AFrra< 7T 7 X059 Lizfs B a2 Wmis
T2,

2. FiE
(1) k3%

TR DR AP HEJFUK 2 AR THIRL 72 b D
EAFHER & LT, SR - HRRITE S, AR
(X 5B 110mm, B/ o —ZAAMKITFALAE 1. Oum, 47
omm, AT LT 4 E—THAZO0. 2um, K
RAEMER LT,
(2) BRI 1L

PP RIZREIC AR R Somg ZHY . HHAKT
50mL IZ A AT w7 Ui, AR« NIRRTy
BT 572012, TORELTBW -1 —2A
AET A LT, AHRIEHIO PP B4R T=IT,
A —ZAAHRITFE S TEMEITAR T R L,
AHA RO TR Z 5\ TR/ DE &% K
Wiz,

A

50mL PP BUZRZRHZ AL 10mL 2 HL Y | filgfE 0. 5mL
ZUSINLC95°CC 0. 5ml (272 % F CHEARAME L
Too TAUCHEEE L.OnLIRMNL ., < 2H4A LT 5h
ML, #H &4 L TH 0. 5mL 1272 % £ T L
7o WHERIREE 1%2725 X5 50mL IZER LT
ICP-MS HEIZfE L7z,

BN AW A& PP RIS ) U DICERRIL, AT L
YT 4N —F ) IR AT T AR D)
DD 10mL 25T, AHZENSA T ZERY . A F
yrmaw N7 7HEICHE LT,

JEE P S

USRS

Ty E—h—ZAMAE AL, BiiK 5L,
Wl 2mL, AHEE 3mL Z UL COMEAR LT,
Tk 5B AT A Lot JRME L. fYEEHRE
1%1272% X 9 50mL (ZEZ LC ICP-MS HIE 2 ik
L7,
(3) 218 K ONHIE S

ICP-MS 1% Agilent #:8lo> Agilent7900, A A
V= SN A = Bt N G Gl =
YT 4T 4y 7t 16S-1600( & A A
>), 1CS-1500 (P51 A2 ) & =, JIESRMFIT
#1,2,30L80,

# 1 ICP-MS & &M

A ) 1. 55k W

77 X< H A : 15L/min

WHBIH A 1 0.90L/min

X U 7—H A : 1.09L/min

al)Vgr U7 a A ANV TLAE—FR
(He:5. 0mL/min) , 7KFEE— K (H,:6. OmL/min), TR/
F—~U 7 AF— K (He:10mL/min)

RN 7HE 2 0. 4mL/min (0. 1rps)

BIEEEH: B(11), A1(27), Cr(52), Mn(55), Fe(56),
Cu(65), 7n(66), As(75), Se(78), Cd(111), Ph(208)
PNERIERETEEE  Be(9) 5B, AL, Ga(71) ;Cr, Mn, Fe, Cu, Zn,
As, Se In(111); cd  T1(205);Pb
PEREEVERINGE: : -2 70 - NEEYERINE =49 17 : 1

#2 A4 ra~ NI TRESME (A AY)
FLHF A TonPac AG22 (NS 4mm, £ & 50mm)

3BEA S 0 TonPac AS22 (PR 4mm, £ & 250mm)
BEFA: 4. 5mmol/L fREET R VU v A 41, Ommol/L fRMEE/K
RS U T LK

Vs 1.2nL/min (£ Y27 7T 4 v V)

e BB

Y7 yY— YUY A I E— F(3lmA)
FBHEAR: 100 L

7T LRE: 35C




£33 A4 ru~ 7T THESME A A4 V)
ZFL 715 At TonPac CGI12A (P9%% 4mm, & & 50mm)

ZyBiEH 5 20 TonPac CS12A (PR 4mm, & & 250mm)

B 20mmol/L A 2 2 AV AV BATATR

fid: 1.0nL/min (4 Y2757 4 v 7k)

e BRASEEE

Y7Ly Y— UH A 7 )LE— K (60mA)

FBHEAR: 25uL

717 KR 35°C

3. MR

(1) BB RDOHER
AR ISR S - AR 50mg 95 H
1. 8mg NAREHEWE & LTkl a— R AHICFk
V. 48.2mg MR L Tz, FEB R OBHMEE
FHRzRT (X 1),

M1 AEHROIEREER

(2) BB RS R
ICP-MS 1T K DMt R & 5 4 12, H%BEAINE
BN DWW T E T F M L 72 BEHEIR - 12T A D
Wi, EARBOMEEE 5,6, A4 m~
N7 T TR DR R E K TITRT,
%% 3
EEBEIXZLVIEIC Zn, Pb, Cu THY, A
F UL WIEICHACA A, T U U A
AF VDA F L THoT,
NEfREME
EHABRFITIZVIEIZ Zn, Pb, Fe TH oz,

4. BE

T = 7 R E ST IR T K D PR R 2
B CUIIHEA A S0, Al |- CRE(k ST S0, &
R0, INET =T OKG L CHEBKET
VESDLAEARTHZEBHRESNTNSY,
F R AR L DAY 25 B % OFE NI E LT
W Z Linh ABRHROERFIZT =T
k& LR ST, A F v rm~ T T 7
WX A5 TIE, TrE=TIImHE R o
77

WERBEHIB A% 2 D\ Tl RIS L 7 BEHIK
WU A DEEREO S AR &K O H RO
OyHTRERIT, JREE DS OB BEHIK (R HH3BR)
Tl Cu, Zn, Pb, BEHIK (GATRER) Ti Fe, Zn,
Mn, Cu, (TWVU A EEHEER) TIXZn, Cr, TV
C A (GHRER) Tt Zn, Fe, Pb, Mn, Cu TH -
7o VT ADOERBRERDOIHTHRERN AR, K
VAR Sy O EHEEL L TV D E VR D,

WEREN DD LB b, BEE&EE, 1
U The b IR DS D o T E O REREI S
EEET D &0 BN 20%, BREEA AL MY
60% TV, HEMKIZZE DR E & Hifh, WilEA
T MmN b Enbirot,

5. £&9
HERROMR 200 LICRER, ARBROK
Ho TS, WA AL DR LB TH D
L DIpole, B, AEBROEREEIIAH
THDLOTHBROBRFREL LIz\,

BE W

1) [ESCBREEMTZERT © PR RS Bl
http://tenbou. nies. go. jp/science/descr
iption/detail. php?id=33



F4 HEHROBERBEE SRR

Cr Mn Fe Cu Zn As Cd Pb
Ak (mg/L) <0.01  0.10 0.21 1.9 41 <0.001  0.43 2.2
REEIRRST (mg/g) 1.2 0. 36 44 3.2 47 0.38 0.11 46
#£5 NI I AR ORHHRBRE R (%)
Cr Mn Fe Cu 7n As Cd Pb
BEHNK 0.024 <0.01  <0.01 3.2 0.11  <0.002 <0.001  0.10
T C A 0.24  <0.01 <0.01  <0.01 4.0  <0.002 <0.001 <0.01
A7 mg/L
F£6 NI I AR OSHRBER (&%)
Cr Mn Fe Cu 7n As Cd Pb
BEHNK 220 450 14000 450 1700 2.8 0.94 120
T C A 170 450 6300 450 8500 11 67 880
HAZ ‘mg/kg
RT BEOBWERDA AR DONTHREFR
S0, Na K Ca cl NO, Mg NH,
AWk 630 160 160 10 9.7 5.1 1.3 0.1

AT mg/L
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© s B RSTEIE B AL, SOPIZE->THEMET DL b, MEBICHMT L Z &,

O EWRTRBOLERIT, FTEDOHBFTICHRE LT 2 &,
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1. 2 REREBRER

BREAEREBEUINOBREIZONTEH, BA
AR OEHEMEL MR T 5 72D IR E S
EmLELE,

(1) KEXKEREBESTH

JE AR 55 848 3T O KB KB B AR A
PR 16 FEE X VST 5L Ebic, Lk
BoKEBEKEEHEEHBESHETHEZRES
DT D KB KB A6 5 RE B AR BRAC b SRR 6 4R
XovzhmLcnEd,

LR 28 FEEDORERITIE 1-4. 15D EEBDY
T, BHRERRAELNE LT,

(2) BEAESTHR—BEETRE
BREEA K « RABR B R/ 55 ot BR 15 A R A
ENTOREEBRIZZML TWET,
SRR 28 EEEORERIZR 16, 1-TOLED
T, MRRGRERBGEONE LT,

2149 5B S A R R D T we/l
E ) EEO .,
I\ IE\ . I=SRAN 0 = R i A= T
AT E I % i T 85 f /M i RNAE H W EE
A7 v MMEA Y 6.09 5.93 5. 41 6.49 5.93 5.90
SN O DLEWY 189 189. 7 171 207 190 190
F 1-5 S IR OKIE KRR A SR B A BE O RS R HLAL : BE O(BEE) . mg/L (1, 4-TAFH )
N i BEO g | BkdE | ks | mEls
i [B] 2518 S fif
BWE CRERET) 0.8610 0.8709 0. 7240 1. 0222 0.8762 0.875
W CRERET) 0.9638 0.9992 0.9358 1. 0660 0.9978 1. 000
L4-UA X9 (RmaEE 1) 0.00834 0.00798 0.00620 0.00921 0. 00805 0. 00830
L4-UA %9 (RamaEe 1) 0. 05080 0.04913 0.03994 0.05282 0. 04982 0. 05000
#1-6 WEAMESHM —BEFHOMAER GLERE 1 EEDW TV T A) REH BT :mg/L
2T [A] & fE XN .
AN IH ISRAN =] =
Sy HT I H (n=3) 8 fi w/AME | RKME | PORE | REM
g (A HERER) 7.64 8.12 7.30 11.9 5.56 15.7 12.1 —

a (7 3R 0.0364 | 0.0275 | 0.0343 | 0.00324 | 0.0094 | 0.0635 | 0.0317 —
fien (A HEER) 1.29 1.32 1.14 3.69 0.121 .78 3. 80 -
#£1-7 BRERESHH WEESHEOME (L@mike 2 sk ERE) AT mg/L

T [A] & fE XN .
I\ IE B/ INMiE s B H o T i
Sy BT A (n=3) 85 f BOME | RKE | RORE | BRE(E
Trma Ky 0.0150 | 0.0146 | 0.0146 | 0.0121 | 0.00575 | 0.0185 | 0.0119 | 0.0120
U A=R=1==C R P 0.00744 | 0.00723 | 0.00742 | 0.00602 | 0.00288 | 0.00923 | 0.00596 | 0.0060
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