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1 [ZL®IZ
TR TIL, SKEMOREAEYMESET=L)TREDI L, BREICOWTL, fEsk, EEIERAR
BAEREFT CEMEL TS, SR6HELENLBAOE L EREZIAR Y £ 7 —ITBE L TRY, &
6L IIFHBAIZ OV TIREZIT 722, FRTHEEIL, IKRIZOW THDREZITIZEEFH I TRY,
D FR N DZ 24 M5l 2 i L T= D TS 52,

2 WAL
2-1 BB
MR DK el E LT,

2-2 MRAEIAH
LC-MS/MS —FHr CTAX V= V872 E DA RRPTEFIZE 156 WE 13 THEIZOWTELZ,

2-3 FEVESL | BRBEAE N OME e | SR SK D7 Y
(DAl L7 R v i R R

AT, B £ 7V SDFDEHEE (BR) A3 o0 B AR vE S 2 I L7,

AFEIL, LC/MS M, HPLC M. #ABRIFFEH ST AR 2 L7z,

KU AT 203, Waters #E8Y Oasis HLB 60mg/3mL Z{# FHL7=,

F O, 50mL YR 7oL IR E | Agilent LB TI IR A=A LT,
(FEHER DO FR Y

IR DI IVEIL, AV =V E OGP 11 WEENTFERAROT VL2 —)L
IZOWTIE, 10 mgZ 7 Eh=RL UTIAY ) — U NEIIRD L, 50mL L7, (200 1 g/mL) 7 74
7V 3B, 50 mgZ AY ) — UZENE DL, 50mL L7z, (1,000 1 g/mL)

BRI AZRA L CHEE 7 BEh=r1 K (1:9) THIRL T, 0.25, 0.5, 0.75, 1, 2.5, 5. 10, 50,
250ng/mL DIREAEER AL 7o, 2055 | FEMRAIL, 0.25 75 10ng/mL DIRGEEHER 2 FH LT,
72k BEMER OFARLL, ST TITV, AR ZAIARY T ue L A LT,

(BRI DL

FhH R O U 923K ORI, IR EBVIToT2,

<0.3%F W in A%/ —/L T Rh=R/L(7:3) : ¥[8 3mL A2 A% /—/LT 1,000mL & L7=% D% 700mL Hv .,
7Eh=R/L 300mL EHDEIRA L,

+0.2mol/L EDTA:EDTA-2Na37.2g Z k58 (28D | #BH/KIZERH L CIEMEIZ 500mL 2 L7-,

+0.2mol/L. EDTA 7 = Fefk ik : EDTA-2Na37.2g, 7 =k 6.4g S OV EE/KFE RN A 13.8g%
KB | BRI L CEMEZ 500mL L7,

0.1% W8 in A¥ /—/L: X[ 0.5mL Z A% /—/LC 500mL &L7-,
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2-4 RERIAIK O
FROFHA YOS A LRER, BN ZRHMSNABIE DL NT NI A2V 5% 3WE (TCs) DH B 71
IVT TP ATV PSN A DO A TR AL RIRFCHE T 5728, TCs 1IHTARBBIZRAELLTWVWIE
Db, FL—MIHNZ EDTA ZUINL, s ~OW s I3 Rt ISR 7 e’ L gt E 2, &
BIZHREDFAROBE LB ~DWERTEL T TIv IR T AP =2 A LT, VE 2, kit
BRIIRIZ CE DI I Z 7% ST LC-MS/MS & E L ERNZE T 2720 B — N I L5k
RZBINLTZ, 2 (X 1)

(4]

Bt 5g
! e 50mLEEAR Y e L (PP) imibd
1 HESE © 0.3%FMEinAKX /) —/: 7=V (7:3) 20mL
! 0.2mol/L EDTA 5mL
! Al €T v s REDTAY— 2f
!
1 3000rpm. 5%y, - 10°C
T
1 AL 0 0.3%XMeinAX /—)L: 7 r=FU/ (7:3) 10mL
! 0.2mol/L EDTA 2. 5nL
=L D 104y
1
3000rpm, 543, - 10C
1 FhHIEASE © 0.2mol/L  EDTAY = FAFRMEI#K  10mL
[ &es s
1
3000rpm\ 54y, - 10°C
!
7 it
!
TEA K&K, 50mL
1
Rl
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5mL 4y B+ B /K 3mlL

IERE | ATRIEIERR S (KI5mL)

% F & |Oasis HLB (60mg, 3cc)
avF 4a=ry  IRHIRSmL— 7K 5mL

e

!
[oonn |
!

!

!

B 7K 5mL

VA T 5L

HIH

N 10mL, AFRLAK

&
»

SRR 0 0. 1% FBRinA X J —)b
1 BRSO 70—

2-5 E KOS &M
(1) LC-MS/MS

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

@ LC &Mt
F172x:L—column3 C18,3 um

2.0mm X 100mm METAL FREE(P)

717 KNIEFE:40°C
BEIR:A0. 1%, B:7Eh=R)L
77 R AB(min) 95:5(0)—0:100(15)—0:100(20)
FE3:0.2mL/min
HEAE2uL

® MS &t
A ALHEEAJS ESIH) (-)
F 7T AP —:N,, 50psi
Rz ANy, 350°C, 10L/min
o —2ZH A: Ny, 400°C., 121 /min
Fr 7V —HE 3,500V
ZHrE—R:MRM
B HH SR ISR 97 &880
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PR R AE SR A — TR E5465 (464 EE)

(AT

S = e 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

ST % ) Y 301.1 155.9 120 12 Positive
301. 1 92 120 28 Positive

LTI U 279.1 186 140 12 Positive
279.1 92 140 32 Positive

AT TR R 311.1 156 140 20 Positive
311.1 92 140 32 Positive

2T RT I 265. 1 108 120 24 Positive
265. 1 92 120 28 Positive

LTI A R F L 281.1 108 120 24 Positive
281.1 92 120 28 Positive

S 354 290. 1 120 4 Negative
354 185 120 16 Negative

MU 2 RFY A 291.2 230. 1 180 20 Positive
291.2 123 180 24 Positive

S BT 301 136.8 120 12 Negative
301 106.9 120 32 Negative

CYAE T 249. 1 233.1 160 40 Positive
249. 1 177 160 28 Positive

TN K — ) 314.1 123 120 25 Positive
314.1 95 120 40 Positive

FETT T 461. 2 426. 1 140 16 Positive
461. 2 201 140 40 Positive

T RS 479. 1 444. 1 140 20 Positive
479. 1 154 140 28 Positive

S RSHA sy 445. 2 410. 1 140 16 Positive
445.2 154 140 28 Positive

B TN E S = U ONWTE, BOFR I aZ VA4 % 282 & 123 TE=Z—L TV,
ORI TIX 123 £ 95 TE=X—LT-L2A, BAFICERETE-D T, E=H— A4V EEE L, BOFHA
TIiE, YEZAA L TlL, B EREDST-OTHEROFEEEL, BINZEOR RI1T. £ 1LITRTEBYVTH-
7=

1 TN = VDE=S—AF L DIERITIDENRDEN
EZR—AFVEEELIHE |FEZX—AF 2V 2EELBRVWEGEE
TR —|FEAH>(M/2):314.1-123 |EEA F > (Mm/2):314.1-282
14> |EHAF>(m/2):314.1-95 |EMEA A >(m/2):314.1-123
D ELO)EN DB BDOHA
85% 55% 88% 70%

BllEs
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3 ABRIED 2 YRl O T7 1k
FG PRI, FEhEA 1425 1 H 1A HFT)5 B Sk 258G #IZF-5E, 0.01ppm & TUF0.05ppm
D 2 PRETHMENGERRE T LT, TARTAAIHEN FERIT OV TERIRME, HE K EERAO 4

HH Z Al L7,

4 R
(1) 2R
7T B R LTCRRBRIEICIE > TRUBRL . E B2 E 08— O R Bl Lz 25, &2 0H

B ThoT=,

(2) HJE KR
AINPERIE 0.01ppm K& Y 0.05ppm DFfEREZLNENTART AL O BIEE (3 2) LR LIZEZA, 11 IH

A2 EECEES L,
BB, BE KR UREE DN TREE LRSTZHB IR 3 DB THHT,

* 2 HEROKEDHEE

RO =¥} 3 GH TR RPNKEE
(ppm) (%) (RSD%) (RSD%)
0.01 25 > 30 >

70~120
0.05 15 > 20 >

# 3 B R G Lo T H OfE R

0.01ppm 0.05ppm
B iz 4 B iz 4
%) BE EE %) BE EE
0 RSD(%) RSD(%) ° RSD(%) RSD(%)
F7Y7z=—a—)b 100 17 45 99 8 8
FAANNRD Y NA NA NA NA NA NA
EE NA: NDOSERELH Y, SFERA

(3) FEEIRA
FEBRFUT I T DHRE (0.5ppb) IZOW T FHERIEDNOAFLNLE =27 D S/N HaMERdLIZEl A,
HIEECHD S/NZ10 &= SIginolzb DI, F T 7 z=a— e A ARV O 2 A BT,

(4) A
SEAMIE H O BEEZ 2 TH7-LEZLDIZ 1L EAHY, 4 DLBYTHoT-,
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OO0 0I0X|I0I0 0000|000
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O:#A XA

5 ko
FT T 2=a— VR OF ARV AR LSO 13 W 11 THEIZOWT, 2P C, 3Rk, B
JE B ERERAR O TOHE ML L QW =2, TCs 23 B HIEI O —Foirikz
ROFGRICHIHENL T HTENTET,
A% FOHPNZONW TR YRl ZE L, Y4 X —TRTOEEM T OREMEEE=4)
TR AT REIR R HI A 5 T E Th D,

[ Scik]

DE G RIS, 48 W —BA FETRFA, 1L AN, RENBY  S/KEY OB A ERS —FRBRIEDO %Y
PEREAM, e R RS 2 —FTi 45, 25-31 (2023)

2) KAJRJAAf | SEATFH : LC-MS/MS & =& K EEY B I 2 35 O TG — F o ATk o R, Rk RER
BRI 2 —PrH 66, 60-65 (2020)

3) i) H A, & A — LC/MS/MS ZH\WeT A7V RPUEWE & & TeBhi F 1E R o HE— 7
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