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BEY T OBV I E RS —FRBRIEO 2 I W T
BULFAR Y RIS RN SRR (LR K50
F—U—k BB RBRE ZOY T LC-MS/MS

1 1Itdic

R TIL, EKREYORBAE EWE STV T hEZ, CNETIIREALLOBIL EFHRE L

Wl H—T, TN E R AR ERAFT CEML O3, S0 6 FENL R A OH L RA

AR Gt 2 —ZBETHRENRHY, ZNETHEHL COREBRIE TIIRHE TERWIEH BAh o722
EDD, AN 5 R ETFHOM A ORBRIED MG O Y PRl A SEhE L 7= THAE T2,

2 BAHE
2-1 Bkt
AR B A RERELTZ,

2-2 AR E
LC-MS/MS —HF T TAX V= VBRI E OB RPLFE A 16 W8 13 BT W TEM LT,

2-3 FEUEN BRBKAE N OMEHENR , SRR

(DRI U7 R g GRERAE

FEHESLE, B 7L SRDGHIEE () A 3o B A vE S 2 FH L7,

AL, LC/MS H, HPLC M. 3RERIIFZE A USSR A FH L2,

KB BT A%, Waters #1:3 Oasis HLB 60mg/3mL Zf# A L7~

F O, 50mL EEYER) 7 ae’ L U m ik | Agilent BRI IR AP — LA H LT,
(QIEAERR DY

PRI OFRITIEIL, V) =y 7 EO G RETEA] 11 WEENFELRAOT VA5 —)u
2OV, 10 megZ 7B =RV UFAZ ) — W ZENE IR L, 50mL L7, (200 u g/ml) 7 hFHA
7V 3R 3 WX, 50 mga AX ) — MZZENEREL, 50mL L7z, (1,000 1 g/mL)

BAEEFRAZIRA L CEE 7 Bh=FL K (1:9) THIRL T, 0.25, 0.5, 0.75, 1, 2.5, 5, 10, 50,
250ng/mL DIRGIEHER AT L=, 2055 BEMHIL, 0.252°5 10ng/mL OIRGHEHERR A L7,
72k BEMER ORI, ST TITV, AR ZAIARY T ae L A LT,
(3)FRIE DL

FhH R OFERUZ A A 923K O TR L, RO EBVIToT2,

«0.3%F W8 in AX ) — /L T Bh=RL(7:3) : W 3mL & A¥ /—/)LC 1,000mL £ L7250 % 700mL Y,
7Er=R/L 300mL EHHEIRE L,

-0.2mol/L. EDTA:EDTA-2Na37.2g ZA&H (Z &Y, KA L CIEMELZ 500mL & L7=,

-0.2mol/L. EDTA 7= FeiEE i : EDTA-2Na37.2g, 7T % 6.4g } O\ /K FE —F N7 13.8g%
FEBRIZBY | BHKITIA L CIEREZ 500mL & L72,

*0.1%=FH% in A% /—)L: XMk 0.5mL & A¥ /—/LC 500mL £L7=,

_25_



AR 5 — T8 5 45 5 (570 5 4R LK)
Es3incead

2-4 FERVEIR O R

FIHA ST AL Q2 2oy — s BRI @ A Z A L= O THh A0, I ENR SR
BEDZNT T A7V 5% 3 W (TCs) DI BT VT v A 7V LIS oD B AT A & 7] BF L 2
TETERNIEDPHIL T2 | BERO TR Vb SICRBRIED S E1T o7, TCs IIHTARE R
ICRAELLT NI EDD, FL—MMIHIZ EDTA ZUSHIIL, B ~OW a5 & oy st IR IR 7 ae' L
VIILE A SOICRED T AROEE LR A~DOWERREL TEIIIRET T A — %A
Uz, Fie, el BRIAIRIC CE DI RHEM 27 ST LC-MS/MS & E W22 ERNAE 35720 I [E
T—N) LDk AE BN, (K1)

(i)
FEw 5g
! e 50nLIEAR Y e Ly (PP) EILE
) WS . 0.3%FERinAX /J—/: T F=FU (7:3) 20mL
! 0.2mol/L EDTA 5nL
! B 2T v/ REDTAY— 2
105
!

WO EE [3000rpm, 54y, - 10°C
! AL . 0.3%FinA % /—/: TER=FUL (7:3) 10mL

0.2mol/L  EDTA 2. 5mL

l
!

3000rpm, 5%y, - 10°C

! HHYASE - 0.2mol/L  EDTAY = U EBFEMENE  10mL
BED 104y

w0 HE  [3000rpm, 54y, - 10°C

ST

i

TER FEEUK, 50mL
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[t
()
IRV |5mL 2y BBl

!

[ | msessss Gos)
!

Oasis HLB (60mg, 3cc)
l avTF 4 a=rr s IEHERbnL— /K 5ml

=
!
!

[ Jwmisnl
!

MIRHE : 0. 1% XERin A & ) — )L

1 BRI RO T o —

2-5 FEE K OV
(1) LC-MS/MS

O L&
LC:Agilent 1260, 1290
MS:Agilent 6470 Triple Quad

@ LC &
17 2:L—column3 C18,3 um

2.0mm X 100mm METAL FREE(P)

717 KR :40°C
BENAE:A0.1%F 2, B:7Eh=RL
7'V v A:B(min) 95:5(0)—0:100(15)—0:100(20)
FE3E:0.2mL/min
HEAE 2L

@ MS &
AA L ARIEAJS ESIGH) (-)
7 TA P —:N2, 50psi
R MR Z:N2., 350°C., 10L/min
> —2H A:N2, 400°C., 12L/min
Fr 7V — 3,500V
ZHrE—R:MRM
RS IRITR 38380
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e H I T TR | 2 ar ;;‘(g;: Polarity
FE Y =y 262. 1 244. 1 100 20 Positive
262. 1 216 100 32 Positive
F R RFY A 275.2 259. 1 180 24 Positive
275.2 123 180 24 Positive
AT % Y 301. 1 155.9 120 12 Positive
301. 1 92 120 28 Positive
LTI UL 279.1 186 140 12 Positive
279.1 92 140 32 Positive
TR R R 311.1 156 140 20 Positive
311.1 92 140 32 Positive
AT AT T 265. 1 108 120 24 Positive
265. 1 92 120 28 Positive
AT rE ) A PR 281.1 108 120 24 Positive
281.1 92 120 28 Positive
Fr T 354 290.1 120 4 Negative
354 185 120 16 Negative
MU X R Y A 291.2 230. 1 180 20 Positive
291. 2 123 180 24 Positive
Gt T 301 136. 8 120 12 Negative
301 106. 9 120 32 Negative
VLY 249.1 233.1 160 40 Positive
249. 1 177 160 28 Positive
T 314. 1 282 120 21 Positive
314. 1 123 120 25 Positive
FRLT RS 461. 2 426. 1 140 16 Positive
461. 2 201 140 40 Positive
S HLT NS4 Y 479. 1 444. 1 140 20 Positive
479. 1 154 140 28 Positive
S RSH Ay 445. 2 410. 1 140 16 Positive
445. 2 154 140 28 Positive

3 WBRIEDO MRS LU S PERHE o U7 ik
AERIEDRERHE, HPY 5g (2 0.02ppm D EE THIMN MG 2 EHi L TIT -7,
ZA PRI, FEhEA 1 42 1 B L[R2 OMT)5 B FSEM T 5EERGmICA-OF, 0.01ppm T}
0.05ppm O 2 J & TIRAMBIGRERE FEHi L 7=, TARTAAHEN, FERISOWTEIRYE, B RFEE, 7E
BRSO 4 6B 2R i L7z,
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4 fER
(1) RERIEORFS
FERIT, 2 1 OEBVT, FTr7z=a— )L AN LISMI R ENTEE 70~120%, FH R
(R 22 15% AT 2T 2 L CRY., B R chotz,

#1 RBREOKFNIRBITDUMENGER OGS R —F

ARIBR VA IR T e P2 EilE EIES e | | Rk
HEEE (ng/mL) (ng) %) Iy == Eg (R E

R1 R2 R3 R1 R2 R3 R1 R2 R3 ® W
XYV = Ik 0.80 {0.80 |0.86 80 80 86 80 80 86 82 3.6 4.4
FNA NS A 0.81 {0.82 |0.86 81 82 86 81 82 86 83 2.7 3.2
ANT77x2FH Y [0.84 10.82 {0.81 84 82 81 84 82 81 82 1.7 2.1
ANT 7 VIV 0.84 i0.82 {0.83 84 82 83 84 82 83 83 0.7 0.8
ANT A RXxvr |0.85 10.84 {0.83 85 84 83 85 84 83 84 0.9 1.1
ANT 7 ATV 0.84 :0.84 {0.80 84 84 80 84 84 80 83 2.2 2.6
ANT7ESAFFT (0,81 10.78 (0.79 81 78 79 81 78 79 80 1.1 1.4
FT T z=a—) 0.88 {1.40 {1.30 88 140 130 88 140 130 119 28 23
FURARTY A 0.79 i0.75 {0.78 79 75 78 79 75 78 77 1.9 2.4
FATNRT 0.82 {1.29 |0.84 82 129 84 82 129 84 98 26 27
U RAZ I 0.85 i0.85 {0.87 85 85 87 85 85 87 86 1.1 1.3
TNRH ) — )L 0.76 {0.78 {0.79 76 78 79 76 78 79 78 1.6 2.1
FxT hT7¥ A2 Y 10.86 i1.00 |1.06 86 100 106 86 100 106 97 10 10
sans b4 270 |1.12 10.97 11.02 112 97 102 112 97 102 103 7.7 7.4
ThIYVA 7Y 0.81 {0.87 {0.79 81 87 79 81 87 79 82 4.5 5.5

(2) 224 MR

OB

T IRE R RET LT RBRIE > TRBRL . B BE I E T A~ OF BAfERLIZLZA, FT
Tx=a— )L T AN D 2 EEH DA RS ThHhoT,
(I=N;:x3 i3

WSINPEEE 0.01ppm KON 0.05ppm D REZNENATART AL O BHEfE (& 2) LHBELIZEZA, 11 1H
H 2 B E A Lz,

7o, BEE K OREEOMNNTARE A ER->T-HE L3R 3 DLEBVTH-T2,

#* 2 HEENOFED B

IR B B OHTHE ENFEE
(ppm) (%) (RSD%) (RSD%)
0.01 2% > 30 >
0.05 70~120 15 > 20 >
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[ i
#3 BEEEENREASLST-THH O E
0.01ppm 0.05ppm
BT ) BT )
=13 =1i:3
(yj VR VR @j s VR
° RSD(%) RSD(%) ° RSD(%) RSD(%)
Fr7V 7z =d—I)L 104 49 71 91 9 11
FA N Y NA NA NA 275 193 193
T TNEE NA : NDDERLH Y . SHERA]
@EEIBR

& B RIAUT KIS T D% EE (0.5ppb) (2 DWW T AEHERIK DGO —7 D S/N AR LIZEZA,
HIEME CTHD S/N=10 272070 DL, F 7o 7 z=ma— Lo F AN D 2 THE RS -T-,
Ol =r i
FHMTE H o BAEEZ 2 T2 L72bDX 1TIEEHY, £ 4 DLBVTH -7,

K4 KA

it
ey

Koz

0. 05ppm

R

HEHEH At

5 fi
= {fn

0. 05ppm | 0. 01ppm 0. 01ppm

—_

Fx V= IR
FNARNTY A
ANT7x)FYY
ANT 7 IT

O
O
O
O
O

ANT 7 VAR

ANT 7 ATV
ANT 7 A RFD
FF T = =a—)L
FURARNTY L

FA TN

v RAZI v
TR K — )
XTI A TV
gansT hIHhA 7Y
TrIYAL 7Y

© 00 i {01 i+ T widd

—
o

—_
—_

O0OX I OxXx O0|0O0I0|0

—_
N}

13

O

ORICRICRICICAP S IO G IORICRICR IO ICRICRIC;
Ojl00|0 0 X 00000000
0|00 |00IxXI0OI00I0000|0
O|00|0 00X 00000000

OO0 1010|XOIXx0OI00]0I0|0
OO0 J0I0|X IO X|0OI00]0]0 0|0

O848 XA

5 FkoH
FT T2 — )L N AINANST U LND 13 WE 11 HBIZOWT, 2SR T, SR, 5
JE G EERAR O T HEIREL L T2 lnh, TCs 2 E B AR O—F oriks
LT HIENTET,
LSBT RO K OEOTHRIZ DWW TZYHEFHMI A LML, Yt 2 —CRTOEEDHORE
W ST =K T RN ATRERRH NG T 5 T E CThD,
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D) RSJRJAAR SA T LC-MS/MS & FI\WN e & /K EEN R B F 5 35 5 OBl — A i O s, Rk
BRI S22 —PTH 66, 60-65 (2020)

2)IE R, & HEM— LC/MS/MS &AW =T v A7V Rhi W E %8 Lo @i = 3 0 O i — 75 5
Mricomat, B IRBRET R % —Fr 18, 55-59 (2017)

)
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