BEHEEZEETHL, SDZ-ds. SDZ-BCs, SMXZ-
da, SMXZ-PCs, TBZ-*Cs & X TMP-13C; D714
TIAZ AL, TahATIAF L6 d HLLE PC
RSN TRV ER S RBEL 7= A ThD
HeERINT2, TBZ-ds DT OF IIAF U 6 DDH
HD 1 20 d EREDHBEL A4 ThDHE
HeERSh Tz, £72. TMP-ds D7 0f JhAF 134
TO d ZFRES DBBEL 7= D, TMP-do D714
IIAFAT—ERD d BB E 5 BHBEL 72b D T
HLERINT, BT, FRETRRBIEE R Ot
IS AR ER AR DN TR ESNERIE A4
WX, TV —— AT af J A A A
bEBLENTNELRHIEND, BIEAF DY)
VEEZ DERAMMDAF L 2R Te T EN2R2T T
BT G B IRE R OIS § 2 2 & FAL A%
FROIRETIZENFRETHDEE X DT,
@LC-MS/MS [ZBFBREIZDNT

RELE LC-MS/MS HIESMHT T, Kiatst
SRIRER ORI T DL E RN A 10 ng/mL DIR
BEMEREKE 5 BT CRIELZLZA, £ TOMK
FIxt G RIS R OHE T 5% E FALIIZRB N T
RO BT EN LN HRSN -, -
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USRS 522 E RALARIZIB T 6 RSDY%ARTE D
BIFRPHMTRENBZON, ZOZENb, FREL
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OIS 2 R E RN AKEZJIETHZLITEY | R
RO — WAL Y | BRET A S R Lt
ST B E FNARIC B AHEIE DBROEVDE
EEAAOHITDIENFIRETHDHEE 2Oz,
OFREFIRERIZ DT
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RRBEIRE R ORIE T DR ERNEZEIELZ
FERETTIEHL0, B ERESIVE, X
ST B2 FNLAR O J7 MR R R A W 2 &8

FEFRENTZ, E72, TMP-ds & O TMP-ds D{RFFF
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RIS KR EL B2 D AR D DT LOVRREE
e,

B E DBEOREI~ N v 7 2D BT I
WETDHEITH . BERNMAICLD NEEED
BHAL—OOHABRFEETHHEBXOND, 1272
L. 2O X GA R ERTI 20T,
SRR R B IRELER T DR E AL, BHIE
DEIZFEE DO~ N vV ADFBELE Z T WD E
BB, T x5 B IRE L 72 E RN DR EFRE
FAFCHE X, RS0~ Ny 2088 %%
FTCWBTENFTIRINDD, (REFRFR A RRDE
B, EOREDORFFRFOEN TNy
DEBOFEENERDNCONTIRATHS,

LA ED XS, (T 2% E AL AR E S0
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EERDLFREMENRHY | Fle, TR TR ERRERE]
DEWIHIEOREIZ R EFETHTREMELH
BIEBHERS N, LTI TOREEIZBWT
X, REEOR SN v 7 ADOTEE FCHIEZITV
EEIR GBI Lt G T DL RAL IS DR FF
REF DIBVDS, FERRZR A EIZE DR 50>
ZOWTRETTOLERHHEE 2 LI,
OBEI R EREOY —VEEEICIETRE
[FNL A R DAL DOFEBRZ- DN T

B E NI LD R 5% 6 B
I —ERE DR E FNLEEIRINL T ETY
o LTMo T AT 2R ERNMMAE FIE#HSN
TWRUVMEEY, Tb btk RE7 5 RIS
ZDHDNE FNTONIE, TSR DB
FLIZONWTHELNOOIEIX, EEOEIVER
VMEERD,

AR CHE A L7 i 2 B R USG9
BLETE RN O T i BE DR HERSE (1 pg/mL) 2%
NENBEL , & E RN P ORET A5 IR
DEHFDF AR LT, T ORER, AHFFE O
L2 E RNLE D P CRETR R EBREET DL
DIZHRT D — 7 mEEN RS REDR-T2b D
1% TMP-ds Tédbo7275, 1 pg/mL O TMP EHEPRIF
DORE TR — 7 EIEED 0.4%R2EThH
o7z, & DOMDEE RN DN TIL, a5
BIEZ DL DR T O —7 3T E AL
SV, bLIBESN B ETHh>Th 1
ng/mL DTS RIS ERR ORI E THES
NIz —JHERED 0.1%F0 Tholz,

RAZ, ARFFETHER L TMP-ds & Fi V72 PiE
YL T TMP OO T 24TV, 1 ug/g FH34 D TMP-ds
BRI ET 5L, BT O FEEEO TMP BEN
10 ng/g Th-oT2BAITIE, IINL 72 TMP-ds B3k
D TMP BSIMES L, SATELL Tid 13 ng/g FRE
DENELNDZEEIRD, TMP-ds DEINEES

100 ng/g L7256 121%, TMP-ds HI3ED TMP %
TR L CHAATENE 10.3 ng/g FREE L2 Db,
WIS TMP-ds DSBS T DR 813/ N E<
RHETRSND,

LLED IO fE R OB E 0S| ZERINLRIC
LDPNEEEL A TO5AICX. T EHT
LREFMAEF OSSR EFORE, &%
NAOGHEIIIE OREBZENDINEHERL . BR
T DEBED T RIS IR G DY B M
REORERNAEZRINTHIENEE ThHDHE
Ezohiz,

EBEOSHIZE T, BREFIZEORED
DR BALB YD E ENTODEEFNIZINIE
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ARLTWEFETH-Th, ERICIRINT 2R E
FSLAIR EZ R E LN 2L B X DD, — 5,
0 R B AT 30 T I, — RN
LHEMIBTENLILUZREEOEN, HEE
ICRESN S BEREOLEELBEL T
WD DNE RS2 BT | BRVE TIT\ R
EIEREICRDDIENLETHD, LIBoT, B
i PR BIERESITIZB W T, BERMAEIZE
DNEEEER T 25813, FRMICRES
NN R R EIRG D FEUEE TS BB ED
REFNLEERML TOEITIZEN R Y LE
BT,

OB

AL T AEE A W B L CHERR L 72 BRI X
Ha ot B BB IE F OR BRI O IRV E I O R &
MELIZ, ETORFHZEREFZONT, 2T
D LC ST CRERE 0.99 LLEE BAFTH-
T ZOZENS, ML~ N o7 AGINEHEYS
REREL TRLNEE RN EEREDER
FERIEL REBEEOEVVETHL LB 2D,
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ELBEEORMTRICBIISEENEND |
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PTWEIRER LY IE DBRIZEHEN< M)y 7 2D
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xR ERIEICED EEBIZB W T RIFARE IR R
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BIX, 79V = NREFEDOIZERIT S TMP (TMP-
do fEFRE, 108%) . 7TV U NEHE@IZRITS
SDZ(92%) . TBZ (89%) % T* TMP (TMP-ds {8 H
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T 1 ARG CHEALIAREIN GBS T O 2 & ERLIA

prm | OO gpmaone | e | medE o)
SDZ 2503 99.8 HPLC
SDZ-d, 2543 99.9 oL [FOEEL Tx=NEE
spz-Bc 2562 997 HPLC T
SMXZ 2533 99.0 HPLC
SMXZ-d, 2573 97.4 FERUEL  [FEEEREL T HE
SMXZ-"C 259.2 993 HPLC =L
TBZ 2013 99.9 GC
TBZ-ds 207.3 98.0 HPLC ML £THC-HFES
TBZ-"C, 2073 97.1 SEREL |z
TMP 290.3 100.0 HPLC
TMP-d, 2933 99.6 atom%D 4-APFTE
TMP-"C, 2933 99.0| bl |EakeEL ;;gzgfig‘g@
TMP-d, 299.4 99.9 HPLC 3.4,5-RUARS 3




R 2 AWFETHEALIREIR R BEHREE R OS2 E AR D MS/MS 4

sy | ATV | TR AV EBE CE"

A (m/z) A2 (m/z) V) (eV)
SDZ 250.3 251 156 30 15
SDZ-d, 2543 255 160 30 15
SDZ-C 256.2 257 162 30 15
SMXZ 2533 254 156 30 15
SMXZ-d 4 2573 258 160 30 15
SMXZ-PCs| 2592 260 162 30 15
TBZ 2013 202 175 50 28
TBZ-d 2073 208 180 50 28
TBZ-"C 207.3 208 181 50 28
TMP 290.3 291 230 45 25
TMP-d,4 2933 294 230 45 25
TMP-"C, 293.3 294 233 45 25
TMP-d o 2994 300 234 45 25

¥ CE:al¥gl o piLF—



K3 REPSREESE RO G T DR E RN OIRRFREH %

Vavale=gs S 0] Vel 20! VA=A S Ed6)
(B 2.5%/47) (AIEL 3.3%/455) (REL 4.0%/4F)
e o e
RIS | e (o) | sz | IR | e oy | sy | PRISRORE | e ) | 2 )
(47) (53) (43)
SDZ 14.02 - - 13.05 - - 12.46 - -
SDZ-d, 13.94 008 | -4.8 13.01 004 | -24 12.42 004 | 24
SDZ-BC 14.02 0 0 13.05 0 0 12.46 0 0
SMXZ 19.76 - - 17.52 - - 16.22 - -
SMXZ-d, 19.67 009 | -54 17.48 004 | -24 16.18 0.04 | 24
SMXZ-PCe| 19.72 0.04 | 24 17.52 0 0 16.22 0 0
TBZ 14.40 - - 13.18 - - 12.46 - -
TBZ-d 14.28 012 | 72 13.10 008 | -4.8 12.38 008 | -48
TBZ-BC, 14.36 004 | 24 13.14 004 | 24 12.42 004 | 24
TMP 14.87 — - 13.47 - - 12.63 - -
TMP-d, 14.78 009 | -54 13.43 004 | 24 12.59 004 | 24
TMP-PC, 14.82 -0.05 | -3.0 13.43 -0.04 24 12.63 0 0
TMP-d, 14.70 017 | -102 13.35 012 | 72 12.55 008 | -48




£ 4 BFUEHRESRNEAA L THLNDE—Y FEED LR

v — 7 AR fE
SDZ SDZ-d, | spz-Bc,
1 pg/mL 1 pgmL 1 pg/mL
SDZBEAZ (m/z 251—m/z 156) 882648 361 ND
SDZ-d BN EBAZ Y (m/z 255~m/z 160) 302 589043 398
SDZ-BC GAEAF (m/z 25T—m/z 162) ND 28536 889566
v — T FEE
SMXZ | SMXZ-d, |SMXZ-"Cj
1 pg/mL 1 ug/mlL 1 yg/mlL
SMZIBEAA (m/z 254—m/z 156) 1194163 183 330
SMZ-d JIEAZ (m/z 258—m/z 160) 643 1060817 794
SMZ-PC JAEAA> (m/z 260—m/z 162) 36 46492 1140044
b — 7 R
TBZ TBZ-ds | TBZ-"Cj
1 pg/mL 1 pg/mL 1 pp/mL
TBZBIE AR (m/z 202—m/z 175) 1621936 325 1037
TBZ-dRIFEAA (m/z 208—>m/z 180) 34 872134 24133
TBZ-C JAEAAY (m/z 208—m/z 181) 34 328719 1486423
v — 7 EARAE
TMP TMP-d; | TMP-"C5 | TMP-d,
1 pg'mL 1 pg/mL 1 pg/mL 1 pg/mL
TMPRIEAA> (m/z 291—m/z 230) 769943 3385 ND ND
TMP-d,BIEAA (m/z 294—m/z 230) 178 668048 1697 ND
TMP-2CIEA A (m/z 294—m/z 233) 577 54090 694065 ND
TMP-dBIFEAZ (m/z 300—m/z 234) ND ND ND 821120




& 5 MR RBARIEICL D= My 7 APIR R T OF A SRR S O IR
R (%)

IO UNERD|TIVIUNEHRQ (VDT UNEHR
(DEL2.5%/15)) | (BEE3.3%/5Y) | (HE4.0%/5)
SDz 95 84 82
SMXZ 96 99 93
TBZ 84 66 82
TMP 96 84 82

£ 6 (xR BRI L ORBRIATR B O & BT R B EL o Rk
(a) LC $HD. (b) LC 4@

(a)
ERE (%)
F0REN |45 O |IE5H#D
sbz 91 108 88 30
sMz 92 103 78 38
TBZ 102 106 86 55
T™P 106 109 99 45
(b)
[E1UREE (%)
SOREN |45 S DI | 13532
sDz 84 99 76 23
sSMz 87 99 67 31
TBZ 100 96 68 39
T™P 104 76 53 34




# 7 d IR IR Y e PYBHRIEN £ 5= N o 7 AU DR O
& R S IS O EITE

B (%)
OSUIIREHD | FS5DTNERQ (IS T EHRR
(BER2.5%143) (BEE3.3%/5) (BEE4.0%/45)
SDZ(SDZ-d % F8) 96 92 106
SMXZ (SMXZ-d fF ) 100 99 100
TBZ(TBZ-d s{# ) 97 89 98
TMP (TMP-d 5f# F) 104 112 100
TMP-d9 (TMP-d of$ F) 108 101 96

# 8 BC L E R EE AW RIREEIZ LD~ N v 7 AR IR MRV IR o D

BB R BEIEED R R
EULEE (%)
GSOTNEHRD | FSTCIUMEHQ | TSTUTURNEHD
(BBEE2.5%/53) (BJEE3.3%/53) (B)ER4.0%/5)
SDZ(SDz-"C ) 100 102 102
SMXZ (SMXZ-PC ¢f# F) 102 102 101
TBZ(TBZ-"*Cf#FH) 100 100 100
TMP (TMP-"C 4 ) 101 100 100




# 9 WEREEIZ L DAL R
(a) d ARG - LC Z-0FD. (b) d BERBUAME M LC Q.
(c) BCAERASE - LC S D, (d) PC R AfE A - LC SO

(a)

(b)

©

(d)

[B]UE (%)
4 DEW |43 S DRFE |FBHD
SDZ(SDZ-d /£ /) 101 86 101 102
SMZ(SMZ-d (£ FR) 102 99 100 103
TBZ(TBZ-d ofE /) 100 101 99 102
TMP (TMP-d 4f$ ) 101 102 104 118
TMP (TMP-d of& F) 111 96 106 136
B (%)
SN (43 LD |FBH#D
SDZ(SDZ-d (%) 100 103 103 106
SMZ(SMZ-d £ ) 101 101 107 113
TBZ(TBZ-d (fE ) 100 109 98 100
TMP (TMP-d 5f% i) 101 84 69 71
TMP (TMP-d of& i) 147 128 98 107
EMRE (%)
FOIEE |43 LR [IF5HD
SDZ(SDZ-"C (fF ) 102 98 99 102
SMZ (SMz-"C f# F) 101 101 102 109
TBZ(TBZ-"C (%) 101 101 101 103
TMP (TMP-"°C & F) 103 103 104 106
Bl (%)
S OREM | FEL SO |[d5#4D

SDZ(SDZ-"C () 100 100 98 105
SMZ(SMZ-CC & F) 100 99 102 111
TBZ(TBZ-"C i M) 95 101 104 100

TMP (TMP-"3C 4 ) 104 106 104 108




10 BRETIREIRE R OIET 2K FERNARD PAvaa/PAsqaX 100 8 (FRL 26 £4EEE)

PAusid/PAssta X 1001E
TSI ERD| T DTN ERD [ TFOTINERD
(BE2.5%/5) (BIEE3.3%/%) (BIEC4.0%/5)

sbz 94 84 82
SDZ-d 100 92 79
SDz-"Cy 91 82 82
SMXz 97 99 95
SMXZ-d 4 96 99 95
SMXzZ-"*C ¢ 98 98 93
TBZ 84 67 80
TBZ-dg 88 73 82
TBZ-"Cs 83 68 80
T™MP 96 85 81
TMP-d 5 97 77 81
TMP-d g 95 86 88
T™P-RC, 88 84 77




7% 11 SRS RBEIES K OIS T D TE FLARD PAvsw/PAssa X 100 B (AL 27 4R )
(a) ARG IR (RK) -LC M, (b) BT S R%ESE (1K) - LC 44O,
(c) d R - LC 0D, (d) d BEREAR-LC 1O, (e) PC AZfkdiR - LC 40,
() 13C A - LC Q)

(@)
E—4~miEkk x 100
SORER |45 O [I$54#D
sDz 97 116 94 41
sz 100 104 86 46
TBZ 107 108 86 64
TMP 114 108 107 79
(b)
E—omEfEL x 100
£0REN |43 LD |1EBHD
sDZ 93 102 84 32
sMz 94 104 76 41
TBZ 103 96 70 44
TMP 93 99 56 45
(©
E—o gL x 100
F+DHE |45 F£DOIFE |l35HD
SDZ-d, 96 135 94 42
SMz-d , 100 106 86 46
TBZ-d¢ 107 107 86 63
TMP-d 5 107 97 99 64
TMP-d g 109 78 106 52




(d)

(©)

®

E—JEELE X 100

+DE |43 L OFFE |lEBHD
SDZ-d, 91 99 82 29
SMZ-d, 96 103 72 37
TBZ-ds 104 90 72 44
TMP-d 5 105 92 83 72
TMP-d g 101 59 66 48
E—JmiEkk x 100
DB |4E LR [ITBHD
sbz-®ce 94 115 91 34
smz-"ce 95 104 80 41
TBZ-®C, 102 105 87 64
TMP-BC, 97 100 97 70
E—omEfELE x 100
$OBE |4E O |lE5HD
sSDz-Pc, 87 100 79 24
SMz-BCyq 86 101 68 32
TBZ-"Cq 92 92 74 49
TMP-"C 4 87 90 66 54

— 35
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JEAE BRI E R4 (B DR SRR HEEN T H3E)
RE 25 FREE~27 fEE rEpFsEes E

Bin AR RIS O SRR B 3505

1. K572 E BT OHEST

2) BRMETINE 2 VN RGHE R TE BB DIRFY

WrgEsy s S R #E ESERGSRREEET RN EERE

MERE

O EEIZ DV TREL,

PR BB A 230UV Ob M FTRE 2 M (0> D Bk E AR VER AT LD B BIEIC DUV TR
L7z, SRR 25 R, RERINEICBI AR ERADE K ORINREDOEBREIC SO
DWTTPRREEIT o7, SRR 27 FEEEE, SRR 15 BIRO~ N o/ 2T IMERERS IR Z AV T,
B2 R B RS (1~6 ) ROMSINGRE (FIHIRE®D 0.25, 0.5, 1,2, 4 KON 8 %) THIHIREL
HEEL ., EEMA LB LT, TORR, INBEZPIERED 1~4 521 C 1 RERERINETE
BEATHZLIZED BRER O EIRON DT EARE NI, AMEHRE R 2R MRERTI T 15 R

A. BB

B OB BRI O L ITE MR IR L
HOETF T TOMELHT T, BIEIZB T L
Vo I ZADFE LY | W2 T EZ /DI ENE
BB DR HD, ZOIORGE T, BINERE
T, BB Z R ETIIE, Ny 7 RDE?
DB AIRETH DA, FH LKA EL TLED,
BIERETh T, v N o720 BEHEL,
KRR AT A SR DD HIEL L T, QR E RL
RIEFBAEERZ AV, @~ Ny A%
BIRIE (F N o 7 AU AR YRR & TV T i
BRRIE) | OFERINEERHD,

D% TE RN AR TRAR UE & O T AR TR
BIPERS AT R S B M EIFIE F U E E RN A
BARER A WD AT, BTNy 7 20%
BOMIENFRE THD, Ll ZLDEFEIZON
TITRE FNL AR BAR A AT RSN TR BT,
TSI T TH Bl RS DLW, F-, ok
B 0% E RN AR E R AW THIEL:

HELDHDLD, WHENELDEERNTN
I AD EBEHIE CXORIRITR,

@< Nwr 2 ERIET, IAKERAESN TN
FETHY, Bk 2LFELT 7738 v
i3, BRI Ny 2O BB A CHIET
HIENTED, LR, — Iz, BiELFRC
T IRBE AT T AL ICHEE THD,

ZHACRIL ., OEBERINE, BELOT T
7B E LBEE LRV, ZOFEOR ZELTIE,
BREBRPERTHY., o, FAMEEELRT
TS A CERVWIERZETOND, £, —&RIZ,
EERIMEITR B RO 1L, Bo REHHE
IR DRSS ESBLN D LSN TEY,
DD FiEE S < ORBRISIRE L EETHIL
R0, BEEnR E oo St & e i L 7o 5BR
IR B 2 DO NEMEFDORIBER DS, A
T B PO BRI IR W TRERINE
TEBEITHIZEIZEY, ¥ ORERBE O EN
BoNDRe, B RO E N E B



W2 5BBIZONTOREITIFEAL L,
FRRE B IR AT IZ 01T AR YE R/ i F 5 1RO RE
ST 15 - PR A TEL ARSI TR,
ABFFETIE, GC-MS/MS &AWV & PO
BRIELSHNTRBNT, HIE TOw Ny 7 2D EE
EAIIEL ., fBHR2OATEE /DT EEL TARER
IEERET L, SRR 25 4EBEI, EERINEIZ
BIIHREBROEER ORINEEDEBRBEILS
A DB OV T RREI 21T o7, L 27 4
B, REFEWNR 15 BEOY Ny 7 ARIMEERE
Wk PN T AR & 22 B R B OYRINR BT
HRELAHEL., EEME L, $, X
FERAE T, BB BIESIT I AR EIRME
OVERERIE H1E R ORI 2R R LT,

B. B E
1. B

ALV, BHREOKRETFIRAND/NEE,
Z (RUE) 1T A2 —2y N CHALE,

AL NI T — Ry — TR —{bLi=b 0
R, 28 BHREROKRE, BB 425 pm O
TEHERE 5D I8 D KOS O e A VT
LB — L=t 0x A e,

2. BRRURIR
(1) AR R O

R OMRBUCAWETER=RL, TER
> Db B OSSR LA () o7k
BRI FRAE, /KIS AR B /KR B
BCHRBLELOE AW, LT IT AL, f
JERISETEE () MO B B IR AR L A
7o VKRR Z AV LR N AR KRBV A
V. FEMiSE T2 (k) MoRskAe Fv e, AR
Fil | LI BVERT Y No. 5B, &Y/ Hidfepisi T3
(BR) BADETA b 545 RV,

(2) PR SEAZUE i R OVEEYE VR IR

BEHTRWZ EBIEAF 1-1 (AL 25 B, TF
WE) L OSE 1-2 (K 27 4B HE) TR LT, KBS
ARYE i, ARFEZE 2R (BK) L BB b (BR) L 0
J6 i ZE T % (££) . Sigma-Aldrich #£ | Dr.
Ehrenstorfers - % ' Riedel-de Haén #t K& OV
AccuStandard #-D 7% EEEFER A RAIEE e,
FEYEFIR (1000 mg/L) 13, & 23K 10 mg ZFEFEL .
AT (AN A~ DEIEMEMERN AT
R OIREVEREE) 10 mL (ZHAEL CRRY
L7z, IRBIEMERKIT, & BROFERIRCRE
L. 7R/ ~FYo (1:1) THEARLCHRL
7o
(3) HRI=HT L

F 02T N YNACT VBT (ODS) =47
0%, Agilent $.0> Mega Bond Elut C18 (F5 CA &
1000 mg) & ANz, 7577 A M—R v /=T L
U7V -N-TaE AT YA Y B 7 v (GC/PSA)
BBI=IILE, V—o AP Az RO
InertSep GC/PSA (F&TAE 500mg/500 mg) & v
77 VBT NR=HT AL, DT T AR
B InertSep SI(FECTAE 1000 mg) & AV =,

(4) 0.5 mol/L U E#EE K (pH7.0) D FHEY

VKR Z AT A (KHPOL) 52.7 g ROV
it —kE AV A (KHPO,) 30.2 g EVERD. 7KK
500 mL (ZVfEL. 1 mol/L KER(L T RN 71X
1 mol/L ¥iEe% FAVNT pH % 7.0 IZFREEL 7214, /K
ZMMZCIL &L,

3. %E

GC-MS/MS %, HAZ <757 Tracel310.

A —h~H 75 —TriPlus RSH & OVE B4 4T3t
TSQ8000 (ThermoFisher Scientific #4) ZfE AL
7o

4. QLM

7172 DB-5ms (WA 0.25 mm, £ 30 m, EE
0.25 um, Agilent #t#); H—RUT7L NEMHEF



FETU— (N2 0.25 mm, £ 2m, Agilent 718 ;
TAT— NEMACIRIRGE H DL T VT — s S
TAT—IRHEY =N ERELELD,; TR
FE 50°C (1 min) —25°C/min —125°C (0 min) —
10°C /min — 300°C (8.5 min) ; ¥EA 1R E
260C; NIV ART77—FAIRE 280C; A4
JRIREE 260C; FxUr—HR AUk, Fxl
Y—HARE 1mL/min; FEAVE Fyh=—FK1L
1% (Pre-injection time 5 s, Post-injection time 0.5
s); TEAR 2 uL; A4 Ak¥E EI(H); HIETE
—F  SRM (selected reaction monitoring) ; {H|EA
Fv alVarm puR— R OMRRIRERE # 1-1
(PE 25 4EE) RO 1-2(FRE 27 4B ITRL
7

5. 7o rRBESIR O

(1) b

AL EEE 200 g BV, KK D
KEIEFEL 10.0 g 127K 20 mL ZH0%., 30 4y Rif%
BTz, 2513508 5.00 g (27K 20 mL Z00%., 30 43
RIS L 72, AUz Eh=RL 50 mL 0%, %9
1 BEARESF AR, 7Y TEK 1em D
ESIZEN AR W TR A8 LT, BEY
ZERD, 7=V 20 mL 0%, ERRERIRRIC
REVFARXLT% ., B A@LT-, BHILT-AIK
EEbE, TRh=RLEINZ CTEMEIZ 100 mL &
L7z,

O 20 mL (ALY 4 g #8Y, AR B OK
T 2g fHY, A1 g FHY) BB AL NIT A 10
g KOV ERAEENR (0.5 mol/L, pH 7.0)20 mL %
Mz T 10 53 ElRES R B4 3000 BIERT 5 25
EODBEERTT o7,

ODS =472 (1000 mg) {Z7Er=KJ/L 10mL
ZEAL., MHRITE e, ZORT A ERROT
Th=NINLVBEEAL, SHIZTEr=F/ 5 mL
EEAL, R HEZERD ., 40°CLL T TH 1 mL

FCRERMER . BR[IMICIVBEEZRELZ,
ALY LR K OREDOFEIL, REYET &
R=bUV/L L (3:1) 2 mL \ZESRLUZ, 2504
Bl BB T BR=NA 3mL 0%, K91 4y
BB AL TR, My 1mL &0 T
SBIZH 1 R E R AAEZIT, KRE L,
(2) rEEd
QALY AR DKEDGE

75757 AN —RPSA FEEI=HTFA(500
mg/500 mg) {Z 7 Eh=Rr)/L/ML(3:1) 10 mL
EEAL, MHEITE T, 2087 52(1) TF
BNTEIRAEA LR, T2 = /b
(3:1)20 mL (AFRE AT 22 mL) ZHEAL
2o RVSHIRE 40°CLUT T 1 mL E CRUERHE
%, BRIMCIVEBEZREL, ZEDET 2R
Bt (101) (ALY 4ml, TR BTKRE 2
mL) (VMR L 72 b DA R ERVAIR (BB 1 g #82%4/mL)
il Bl
Q&K DHE
(1) 7'F7 7 AN R PSA FEBI=07 LAEH

7577 AN —RPSA FEBI=HT A5 (500
mg/500 mg) {Z7 Er=FI/L/bL=(3:1) 10 mL
EEAL, MEEIZE T, 2oh722(1) TH
NI EZEA LR, TRh=RL/brxey
(3:1)18 mL (AffiKLALET 22 mL) Z¥EAL
2o RVEHIEE 40°CLLT TH 1 mL ECIRUERHE
%, BRI[RIZEVEEEZREL, BEWET 2L
VN (3:7) 2 mL WCEERR LT,
(1) VBT NI =D T LFER

IBRFNI=HT (1000 mg) (T R /~F
H(3:7)10 mL ZEAL., FERITE T, ()
TEONTZBEEEALZE, T/ ~F
(3:7)13 mL #EALT, 2% HREZERY, 40°CLL
TTH 1mL T, BERMER., ER[RICEE
BEREL, BEYET I/ ~FTP(1:1)1



mL (ZEEE L 7o D2 RBR AR GURH g #84/mL)
L7z,
6. ¥ oI ARERROIER

T FRBRESIE 100 pL B SATIVIZERD, 2
FRIMICLOBEATRE L%, REWE 2. 5. 10,
20, 50 & TN 100 ng/mL DI FE DIRAFEYELRIT 100
pl (R T Ny 7 AR ERRIR S LT,
NEN 2 uL & GC-MS/MS I[ZEAL T, B2
FEE VTR EREIER LT,
7. <N ZADEEBOTAR

2. 5,10, 20, 50, 100 X T* 200 ng/mL DIEEED
7 Ry 7 ARINEREGRIR LV B VE VS IR A 28 B
(245 3 EHIE LT, SR E TORBRERE O
— JERBIZKRT T2~ N o 7 AR IMEHEIR DL —
JTEFED Ha KD T R o 7 RO E ~ DS
P L7,
S IRMERIIE OB
ORISR OTAR

7T RBREATE 8 mL 2RV, BRERMRICLY
A REL14 ., BREY% 10 ng/mL OIREGHE
YEVRIE 8 mL (ZVAMEL T, FIHERE 10 ng/mL @
FREBRVAE (RUEHPIRIE 0.01 ppm AHY) 2 L7-, =
ZRAVT, & 2-10FAk 25 €£E) ROk 2—2(F
AR 27 B R LI TRERINED T D
FRERIR (EISINERBRESR . IRINRBR ISR % 7
7,
@2 AP E ORI

O TR L= EIRINERBRAIR & ORI BRI
W2 EEL )% GC-MS/MS (T EAL, BINiEE
EAAE, ©— 7 EmRA RS LT BIRREIERL
oo BRI OS2 — V E I AE
Y HRE (HEERE) 1L, B A RS D R
MR DT,
@1 RARERINE

O TYERR L 7o BRI FRBR S HE S OIS INFABR

(1 @)%z GC-MS/MS IZ¥EAL., L T¢I
IR BELONI-E— EmREICHE Y 42
?ﬁ%g (%E?}%E\ Csample) ;’&Sky)fCo

Csanlplc:CaddedXAsample/ (Asamplc+added‘Asample)

7]‘:7)‘5[/\ Cadded bi#ﬁﬁﬂﬁ%)ﬁ:\ Asample iiﬁ%@ﬁﬂﬁﬁﬁﬁ@
{&ﬁxgﬁ% 6“7%_ v—7 ﬁ%ﬁ\ Asample+added 51%3[1%3
7RO GRS S Y g Wl e T

C. IR RUBE
1. PlEgat

BERINEIZB T DR E R CRINRE O
TEBREEICE 2 BB OV T TR 21T
O, KREDO R o7 AEHEERE (10 ng/mL) % H
W, 2-11R Lz Vial 1~6 ZFR8L . £t
3 EREIEL T BRI RO AR B A4
BT, fERER 3R, ZORBER, REAN
5 RDBE . BERINEDRO T H MR EI
7.0~9.1ng/mL LRWRE LieoT, — 5 FIHI&
LA (10 ng) ZEILT 1 A TROZHAOHE
TEREEIE 8.5~10.5ng/mL 720, RIF/FERNE
b, FIHIED 3 58 G0ng) ZIRIMLT1 KT
ROTAFEOHEEIRIEIL, 5 M TROIZFA LY
IXEWBDOD, 7.8~9.3 ng/mL L7l RRENE
Lotz ZIHDRE RN AR EIDE 1
RERWESEOFB, ZHROBERE AV
BAEYOL B RERNEONDEEE 2 D,
2. RETERROEE

TlRRAT O RE R EX 12108715 &
IR (F 8RR R A aldrin, o-BHC, H#Y
F & B A
coumaphos . diazinon . dimethoate . fenitrothion .
isoxathion . phosmet, E'L A1 A K 3% £ B4l .
cypermethrin, permethrin, 54 47—/ N A RERE

chlorfenvinphos . chlorpyrifos .



