4) LC/MS/MS =& % =

R A ICEET B

A2/ 930000 WEDKEET
FOKGIE PEUE T AAKELH
Rz mARE
=

LC/IMS/IMS 12X 2 v~ A 2T
et L7=& 2 A, LC/IMS/IMS D HlE

BrcHw 5 HIE

T HA I ) 72 DONITEICHONT
FMIE, MFTORED T D5 K
ERM 2 —HAERTHZ LICXY

— &5
RETHZENTE, £,

NEFETR SN T L IIEEZ AL T L2 LICLD, T+oREIERNAGEDL

iz, B3 L7125
BRI k720,
TXDH720, W Of S

*F—J—FK:LC/MS/MS A2/ 045

IZC®IZ

AI VBT TT =V RREAT, MR
BOEARERETD 2 LICKAMIBREERH D L&
A6NTW5S, BIE, ¥avU, AL HREDY I,
AT 2, Fip SRSV EREY CHEABRER SN TED,
O FEFA I XMEAIE N R D Z LD, KA EE
Z IR B O TE B 72 5 D FE R S OVHEA Rt 1 o0 % A
HRPHRESh, 5% LBERIEMNEZ D2 LN TR
INns,

BEAEM IR T 40 2 ) 2 2DV, BASEE
NHOBEMIZEY, MEEETTT Y ) —~FHh
RIRIC L0 L, BRERERME T CKBEICHEREL, 14
CUEMI = AT ML LT, = FYUICX
LARA MK T LFEERIL HPLC JETRIET S Z &M
BRESNATWS Y (LT, AFELVI,), Z0EFN
2M KBt Y U A e A F ) — VIER TIN5
26550, HHEBIZZ m kL LR L, B
%, fAfRBAKFET MY U LAEK, b KO
1,1,1555-~F % 7 LA 124X X DI EMZ,

~

~

42

PHTIEIL, LC/IMS/IMS ZH W5 Z & TR o Bk 72
INFEFEITREN TV LB N O OEEX L2 BT 52 &0
« T b K ST,

-
~
~

YA

90C T AWFMKIET D EDIERERH Y, A RE
JHHECTH D, £z, A 7 Z P UIRRIEVEED T
FHBREENTWVWDZ b, BRIZREINTVDL X

K, ¥FavV, Vra ko7 Ry ¥NoiEn, £<o0
REMTREEPEMTELLEANLD, 1LEW

DL LT, /7= /% (-NH-(C=NH)-NH,) %
2OFLTED, ERE~RELLT W ERMbN
TW5 W lnn, ETOEENICE O CHEMATE
BINZOWTIIRHATH 5,

AR TIIAEEE & LT, £ T8 olFETh
5 U A aPEREHIE A RIS S TR Y,
ZOHSERREIENTS i ThHs D, 2ok, K
BIZBWTI v H A az2RE L TEET DO
ORISR, EPETE RO OVEEER OTEMAL

WZORNDEEBEZLND, BIEMORELEFEIZBNT,
REROHRIZEERPED 1 HDTHIN, I ~H
A A THERNPLEZT TRAET D RIARIZ, #HTEoO
AEBFRBICLDNEDOKR T 25| E 2 F1%h, Rk
TOREIZL VRN ERE R0 000,



BbTPHTRERED 2L LTEZLNLTWVWS, L

NL, I~ A 2 IHEEEER DR~ A T — 1Y
THY, FREERERAABLLL TEZZ End,

FABGR STV D BIEEN D72, RIFICEA L T
BEIAI L BESNTWARY, £I2T, RIERKICH
EERHY, BESN TS 3FIOEIELS & I3EM
BN BRDA X ) 7 XD O IR EREHD S
YENTWD, LL, EABEINDZOICIZEY
FORBOBEREEZMNET ZLERHY, ko LB
D, NEERI VT A BT HEHAFRENE 9
MIZOWTIEARHTH 5,

T ZTHE, @R OBERMO EHWLC/MS/MS % A
W, AFEEICHECZHEECE IS a0
LI EDUBIEICOWTRE L, 72,
ZhER o Ex BEICBIEORFEZITV, [EREEEGH
IR D RBREAE IOV T ) RO TT IR Bk H 75
IZER DR IOV T oEMICONT) D (BT,
[TARTA )] E0H,) ITESL YRR %47 -
72DT, TORBRIZOWTHRET S,

ERAE

1 HEMBE

-1 1Z£R

BRI A 2 ) 7 BV T L R A Y

(BL7 A afnMEE, MWI1335 (X /74
UUHBEARTIE MW.356)) AW, BRI,
A7 XY LT 100mg/ll E72B KT, HE
WS 18.77g & A X ) — VYA L, 50mL ICEA L
776

1-2 =

RBLE D I v A 3T, BARATHO#KE
EENSERI LT, 723, EHOIZSEMNE LTHL
LIAMTE OB Z AV, M EEIIbRE Lz, o0
W U7eslehi, AEEIicHET ¢, #rk 100g (X}
LCH 7 7=y 259, MU ZF T I URIK
100mL ZIZTHELZb 02V, RS 5
WrEcomix, -200C TRIFLTE,

1-3 HE
CRE T =D v Rtk (8 L7 A v SRR
)
s MV ZFAT I FERR (BT A v AR
ffi$E)
< KEEET B Y DA R (BL T A LA
ffi$K)

43

il AESBIER (8L7 A v AFYEHisE)

- i - BESENERGIEET)

« ¥ : LCIMS [l (B L7 A v AFOLHZE)

cFEER T o E= U A R (BL T A VAT
HZE)

AL N U T A R BRI - PCB

(BBRIL)

AR =) EmEEE s e~ NI TR (BT

AR T

A L BFEREER)
s AR - PCB B (B
{b%)
n-TH =N mEREse~v N 7R (BEL
7 A v AFOSEASR)

s NV ZTFAT I UK
AKEg{bF bV A 4009 KOVRY =F AT I
0.75mL {27k & iM%, 1000mL &3 %,

c 5% HEEE ST =V MY T T I R
KB b U A 4009, RS T =3 2509
EObRMY=F LT 2 075mL I2KZMNZ,
1000mL &3 %,

« 2N ffilg - KICHEEGER 55.8mL 2%, Wbk
1000mL &3 %,

1-4 RERZB{E

A7 FONIEEEEE T AT ADY T )
— VW ET D RO TVDS D2 ehb,
MW EREE L, Do — 2BV T, £
TPPHROLDE LT,

2 LC/MS/MS > 5347 St
* LC : Nexera X2 (i BAEFTHRY)
- ERSYHTER © Triple Quad™ 5500 (—E— « 4
v 7 AR
c A AU Z L7 Fa AT L— A F U ARIERY
7 4 7 — F(ESI+)

BRRUER
1 LC/MS/NS #T stk &dE it

LCIMSIMS IZ £ %A 2 /) 7 2V OSNTER, BE
YT S R0, KEAKTIRT TS Ok
STHEENTND, TIT, MLOBEEBEIC
3R SR D AL & 4T o T2,

9, TV =Y —RRTaF T b A VDIREE
1T9720I, A2 72 U AEERKERNT, 1
Ta—UaUIlTYRARY MAERRE L, ZORE
B U D= —A T DREICBNT, miz A 2



I IBEDNTRETHD B UADMEE DT T
A bhOE—=7IR N7 (M 1), —FHT,
BOLRERE—2 L Ro-T75 7 2 ML, miz179
Tholz, miz OfEE, WET 2R O &I
LicA Dy FRENZ, LA 48Tl
HZEICEVRDD, ARIOERE, A/ 72T
W2 HDOKRFBA A DM ENZZ &1L, mizn
(356+2)+2 L 7golmZ ki bDEE BN, =
ORI S OHE L L L TEY, AifECE
WTCh, V=S —AAF2% mz119 DT T T A
M L7,

WWNT, Faxs s FATONTHE L, Ik
5OWAETIE mizie9 KO 100 D7 T 7 A > hCHlE
EIToTEY, SEIOAZAXRT MUZBNTH KE
RE—InmRInN (¥ 2), £tthor 772w
MZOWTHBREILIZE 25, miz297 7T 7 A
FTHEWE—7 NHERTE 1, £ 2 TR TIT,
TaZ s v A A ELTERIREPEVWERESIND
m/z:100 TR 297 D 2 SO T 5T A FNEEIRL, DL
BT E4T -T2, TNEND T T 7 X2 kN OHEERS
ERIIE 3D LBV TH D,

BT, LC DORMHREEITo 72, YFTTITERE
EIEO—F o, BT AL LT ODS BT AT
% % InertSustain C18 HP (GL science f1:%, HRif% 3um,
NE 2.1mm, K& 15cm), BEIHE LT 0.1%F B
W 0.25mM FEfET =7 Axaiekilk (A K)
HLIEAZ /= (BIR) #AV, Alke B D
7TV MR BREO AT T 0, 2
T, AFRIZEBWTY, [FUaHED 7 A KO EIH
EFRHOTEREREEIT 72, TOME, ZJu~xrr/J
L EORERRN 6 DL AL I ) v E DL
Bbhov—7 PR asniz (K 4, fiHA A7
~ b7 T ALXIC)), 20ODF T v A F L DE—2
THER-TEY, £, ZoMIZFEE—7nnz &
W, A /)72 E—27 L LTCHE L, LC
O RMEBEEICOWT, MRS IE HILIC BT A%
WTFMTY E=U L& GieT & =Y L A2BEIM
LT HEERE L TWAR, ZORETIEA
JIHEVy, RTa— MRV I Ty hO—FGHTE
WCOWTHRF L TEY, 3 flisyzERCOITT 2B
HILIC 1 T ADBMETHDIN, A/ 74P DHD
S THIIE, ODS H T LTHLTHNICITZAD EER
b, bk Z &t a¥EX T, RFFETHWE
LC/IMSIMS O #ideffix, 1D B & LT,

44

179
50 q00 k0 200 950 300 350
m/z
A1 A2/ 0930 V0BEBRBRDIRAART ML

(FIVh—Y—aF2)

100

69

)
=1
=

F 1
Bl 100 150 200 230 300
miz

B 2AZ/ 93D IZEBBRDIRARY ML
(Fass r471)

m/z HEE M E
AN N T S S A A
179 .| |l
N (5 NH
HAL M~
100 | .|
HINK

297 ]l
(HINH
K3 KITTAVIDHEEHEER
- FfL : 70 75 30
R 5E R (min)

B4 432/9%82 %% (10ppb) D XIC



&1 %L LC/NS/MS &4 ®2 USCTVEHR
B HH REE Wi (57)  ATR(%) B IKR(%)
LC VAN InertSustain C18 HP 0 100 0
(W£E 2.1mm, & & 15cm, Rifg 3um, GL science £L#Y) 1 100 0
B EA AR : 0.1%F [, 0.25mM FEEET B = A - KK 7 50 50
B & : 0.1%¥%, 0.25mM FEEfET v E=U L - AKX ) 7.1 0 100
— VK 17 0 100
VAR =S i £20LEY 17.1 100 0
DT BA—T 30°C 25 100 0
Uit ik 0.4mL/min
EA & 2uL
MS/IMS A F o Akik ESl+
A A PRIRE 600°C
AF o ASV—%FFE  55kV
TV —=HF—AFr 179
=T A N Ve 100, 297
PRFEREH] %65y

2 BREROE
BEREZTIMT 27200, 4372 1SR %
50% &Kk A%/ —/LCHIRL, 0.05, 0.1, 05, 2.5,
10ppb DR EFRAEAER ZER L7z, £7 1 TRl
L7 4T bIRIRE T 5 0.05ppb DIEHER % Il 7E
L, m/zz100 T8 m/z:297 o7 v~ 7T 7 &L
oo TORER, BEOHEETH D SIN I m/z:100 A3
26.1, m/z:297 78 40.3 T, L HITSIN =10 L7420,
T3 IR NG SN2, mizi297 DI EWRE S
Iolz, ZTOZ EIE, miz:297 ®JFH, m/z:100 &Lt
BLTOTEPRKREI WD, 4 0@IRMENE <,
JARXBMZ NN ThHEEZLND, £IT
ARFFE T, HLSEE LT mz297 7T 7 A b
EEBAA L ELTHWAZ EEL, mz100 D7 Z
TA NEEMEAF L L THWSZ &L L, kW
T, HKREORERAEERZNEL, m/iz:297 TO
BREREER L, TOME, REROREREK ?
£ 0999 LEWEAZRL, ERMEIXEREG TH o7 (K
5 Uk Z &b, BELIZHESRMEITHBNT,
0.05~10pph PETCEENFRETH D B X bz,

3 HMHAZOB®E
3—1) AFREICELCMEAEIZK HEEH
BUEMTh DA I ) 7 B USHEDNEENI
<V A T HEHATRENIZOWTRETT 572012,
ABHZA I 7 2V KRR A 0.25ppm 1IZ72 5 &
SNTHNZ, WINENGRER 2 326 L=, 7ok, AR

4 9]
3 /

A 7BV RE (ppb)
542/ 93 DRER

TILAHTHESEAY LC/IMSIMS TR E W2 &
B, AEETIIAT O MK O RN R O A4 22 #
=H T AL DERERIIEE L, TH ) —nF
AR TN L, BREREEME T CKE I ERIE R D%
WRIZA X ) —E&MA4, 100mL ICERLEZLD%E
SSHPICHE L7z, ERERIE, A 27 7 &2V U ERN
DOIveH A apbBonmbiRiciE s b
— I MR LNl D, v~ N v I A<y
FHRERE RN TITo 72,

INTEIEICHEL T, UBF 209 FEY B THIHH 21T o 72
AR, BINHEIL 10~11%TH - 7=, TR EIERD
BZ:& LT, WD 0.25ppm DA, HA K
FATIE T0~110% LR ENTEY 9, FEHICHE
fERERoTz (R 3, HREELTE, Ivv¥Aa

E

X

&

= 2

N /

D1 y = 0.4021x + 0.0199 _|
/ R? = 0.9992

O T T T T T

0 2 4 6 8 10

12



ZEFYR=2 R ELL DB NEENTNDHTD,
B I BV RREL, SR MMET
L7zOTiERnwhEBSzohi, T2 TIv=iA
ZEENDRS OEBEELRET L0, REE
BANTEEO U0 E7ed 2g Y EIZL T, [AERIC
W aiTo7c, ZORER, BINEIT 53~56%& 72 0,
WEILLTZLOO, +72RIRE TS 2o 7z
(£ 3), 22T, iiEOHRIC OV THRETT 2
NP DY

3-2) MHEOHE

2g MM EIZB VTS EIEN+25 Thro 2R
K& LTiE, 20g THNLIZERERIERIC, S v~
A ACEENDIHS~DRENE L BN, £,
AEHEAANR L2 LIk N =F 7 I UK
OEME B U, RO pH 23+ FpEl

ROTWRNWI ELAREEE L TE 2N, AF
BT, REHREEA 20g S B TH DD, Y
TF)LT I UERIEHS 20mL BN E s ollw L, iR
B 2g MY ETIX 2mL LoxEnewy, 22 ¢, EY
R~DOWE & IR &+ ISR T 2 721

P 29 FHM BIZ 25%EEE /S T =Y N =TT
I U E 10mL (AEEOKERE) WINL., [
W &21T o 7, £ OFER, EIERT 82~83% & 72
D, +oRENEREHLZENTER (£ 3), &
HIZ, ATEETIET Z ) —A~F YRR O
% 100mL-+50mL ¢ 2 EHiH & LT\ 52, 50mL
X3 EHHICEF L= & 24, BURIE 92~96% &
IEFICBERFERL o7z (F 3), MAEYERE
H 19 EEHRERERoTZZEND, I VUYL
anboA I 7 EZY UL, K6 IRT 71
—TITH>Z &L LT,

R RALHHZRICETHERERVIE YR LAIE (0=3) ITH T S RERE

— -
REHE TEAREN B ENOROD %Egi
209 X 100mL+50mL 10, 10, 11 10 4.6
29 X 100mL+50mL 53, 54, 56 54 2.9
29 O 100mL+50mL 82, 82, 83 83 0.9
29 O 50mLx3 92, 94, 96 94 1.9

MTEA : 25%MiEE 7/ 7 =0 U =F L7 I IR

SAE45g (IEWE20HY) AR |

«—NaCl 59, 25%HElE7 7 = > MU =F T I K 10mLn

“n-7 & 7 — )V EUNn-~F Y (L1)IRIR 50mLZ RN

| REUFAF— (Y buy) CHEE |

l 3000rpm, 5%

we

\

> 3%

[ Liims U= FAT S L EE0MLA A - 7-500mLAE  — Mo |/

| s om0 sy

| it — FEIEL 5 - BRL, KBERE |

H,0 30mL, 2N H,SO, 2mL% @i,

RBAEL, KEZRBIZAOMLA 27T 2 3(A Y ) —LEANTEL))
n-7 % ) —n Kk On-~%H% &2 H,0 20mL, 2N H,SO, 0.5mL % #RAn

HA L, KEZ R

l AL )=/ TLOOMLIZA AT v ‘

2misyE L, 50% 5K A & 7 —2mLZ EN

| o2umdkFes7 -< 28T 5 |

\ LC/MS/MSCHllE

6 12/ 048200032 —K

46



4 S MEREAD

RE LTe B D% 4 E2 T 272012, AR
TANEDNT, ST A A I T FVUNE
¥4 0.01ppm & L <% 0.25ppm & 725 K 5 IZHIN
L, [BEGERERZ FhE LTz,

BIRE TORYLE L OHEIHMERRZE X 4 1077,
0.01ppm (ZFF HELEIL 75~91%, 0.25ppm (ZF51F
ZHENLHEIL 81~89% & 72V, MR & b+ AR EIE
DGOz, ETMVIBELSITIC L D HMIEERZD,
0.0lppm TiX 7.5, 0.25ppm TiX 3.8 L7220, HA N7
A O B AT T R R AE RS BT,

x4 BEURERVHEMRERE

IR [\l =R SR AIEI s R
(ppm) (%) (%) PR HE () 72
0.01 87, 85, 79, 91, 75 83 7.5
0.25 81, 85, 89, 86, 81 85 3.8

F &£ O

LC/IMSIMS IZ LB v~ A abpA I ) 78T
DOHEIC OV TR LTERER, 1/ 722V +
DM TEDZT )V I —Y—AF KRR TaZ s A
FUEBRETDHIENTEL, FlITmX s M A
B LT, ZhETHRER RS TTI T AV M E
BINL, OMMICHWAZENTEDZ a2 RTIEMN
T&7z, £72, LC WITBWTH, YATo@E o Bk
—FOMTHN D558 T T 2 J OB C D o4 A3 7]
BTHDH I ENmRENT,

S5, MHEEICBE L L, ATIEICHE U mEE
T REIERG SN2, kR, 4
T ET U OVEMIRL Y~ DWAE T R O A [E %
BMitL, toakkbBliNRE2HLenTEl, £,
LCIMSIMS WA Z L2k » T, AEETIINLER
AR R O R EE A BT 2 2 LN TE T,

A¥E%E V72 0.01ppm K TY 0.25ppm T O [E[IL SR
TiE, FREL L HOREINERG LN, FBERELR

417

kbR L 72 oz,

ARFZE TR LT-AHTiEIE, NEE S LT, i
ORREEX A AR TEDL ZEDME - fBfETH D,
> LCIMSIMS ZHWD Z L2k - T, EnERPIic
KBEETOAI ) I ED U ENHTEDEEZLN
B RFRTIEI V~I A 2zl e LTHWRR,
SBITMOBEYICONT OB 2T, AR
Brike LCHNLT DR ER S D EBEZX DD,

X ik

1) TE&ICERET 2 BE, SRS LB Ak
WO THDIWEORBRIEICONT F3E
EBRRE A3 72V RBRIE(EED)]
(ERR 17 4 1 B 24 BAHT AL 0124001 5%
AR R IR A SRR R AR )

2) TANA /7 4V UHBERS LA I ) 7 5 Y
T NSNS CERL94E 4 A 30 HER
BT RS 20 B (5AME 84 )

3) BIFEr, JVARET, FhZy  BEEEEE, 7(1)  53-
56 (1982)
4) I T, REES, RBEEE  RIERE, T0)

513-516 (1982)

5) S EY K OFARIFURHSE (2 B9 9~ 5 3B (AR 28 47
FE) : NS EIEN B ARFPE EFE M=

6) [EIRDOBEH IR D ABRAGRIZ OV T (K
12 7 11 H 24 AAfHT 12 JREESS 8147 B kK
B RRERZREEM)

7) T TEEOREHFIRIRBREICONT) ©
HAIZOWT) (CERK 183 4F 10 B 10 A fHi) 13 4
PESE 3986 5 EARIK PEE A PE R EPE M R KAl )

8) /NHRAEEL, AIRHEMEE, Ex A, E+HERE
B BREERLEAEE, 28(2) 117—125 (2015)

9) AR L, FIBL, mEFL, REHH : EAR
PREERER AT, 35 51—56 (2005)

10) fEEZFER, #KkIX, BRERE, MEEE - ExR
ORI BRSSP SC T, 37 36—47 (2007)



