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Liquid chromatography- mass spectrometry method
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KB TERERERAONE &HEGE-RIEE
S SWRFEANZNE, TARRRBETARAY, SR8 EHEME
BRI, RS A R P T

1 EAERE

AARAERLE T W K R T T R (VA -

ABRAETE T HU K MK T RAKRIAE iS5 Kb T 335 IR (IE T 2 3% R R A 57
THEJREE ME . AR REYRARAE, &M T A%,

YRR 10 pl B, ARERRT RS 0.2 png/L, WlE FRRA 0.8 pg/L.

2 AEMsIAXH

AARHEANF LA T RS P4 FURAR A AR 51 otk Hof oA A
TAbRE.

HI/T 91 $RIKANY 5 7K M AR

HI/T 164 3T /KA ARG

3 FERE

KRR T 2B R IR O il 0 B e, RS R 2 OB I (MRMD 264 T
DFE, AR OR B I AR B T2 P, NARIE E =

4 FIFR R

BRAESA U, ATt A48 A G B bR e L atialsn],  Seie K 4tk
4.1 &5 (CHCN) , fifkd.
4.2 ZK (NH3H0) »
4.3 THRIEJFERRH (C4HoOCSSK) : 4lifE =95%.
4.4 FEME (NaOH)
4.5 HR: p (HCD =1.19 g/ml,
4.6 ZIKEWR: (pH~9.5)
W—mmaK (4.2) HTA, TpH~9.5, JH AL
4.7 SEMNTER: p (NaOH) = 0.4 g/ml.
R4 gE B8 (4.4 K, FRREE10 mls
4.8 AR p (NaOH) =4 mg/ml.
L0 mIEAAENA R (4.7, FikEE100 ml.
4.9 IMRHEW: 1499 (V/V) &
E1.0 mIZE/R (4.5) FRE4100 ml.



4.10 FRiEVER
4.10.1 THEBJFERIFMEN &M p (C4HIOCSSH) =100 mg/L.

FREN0.0330 g | FE 3¢ JFERAPARUE S (4.3) , B T250 mIBitammiim, I mKia ik,
FEIN3ME S IE R (4.7) , fHpHNI~10, HKEZRZE250 ml. & AEAC VA JEUEE Y A1
17, AIRREIRAT20 do T JE 3 SRR b o T 46 Yt P B2 I S 7T 65 A UE A A T o
4.10.2 THBERIF MM p (C4HOCSSH) =1.00 mg/L.

WY ER1.00 ml T 36 36 R ERARMEIN & V0 (4.10.1) , B T100 mIk S MmN, FHZUKE
W (4.6) R HERIHDIE.

4.10.3 Wir (24-“FRE LFR-PCe) W4 : p=100 pg/ml.

FLIE A A UEAR IR I o PO ARIC 80T 4°C ¥4 S8 ' AR A7 B S R 1) 3 7 140 7 ot 106 B 12
7o
4.10.4 WHrEHW: p=1.0 ng/ml.

BB TR (4.10.3) F ZIERREE1.0 pg/ml, W ERE FRT4°C A DG (R F o S 1]
1L P PR U B R AT
411 B AE=99.9%.

4.12 @A AE=99.999%.

5 UFBFEE

BRAESIH UL, oMt S48 AT & [ AR HEA R = s
5.1 WA ERE/ e BT M B YR (ESD) , = 5 PUMAT Bl 5 B AT R 25 Th g it
5.2 Bk CrstEBUHAMFEAAIEH, SH M 50 mm=2.1 mm, 1.7 pm (EIEFRR 2
pHA/NF 1055040 «
5.3 pfr kP J&E90.0001 g.
5.4 JEME: FL420.22 um, SEKVERFMG . BEESLF4E. SEKMEPTFESIL &2 M i -
5.5 KREAFEMIE: 2.0 mlo
5.6 fEIES#E: 10 pul. 50 pl. 100 pl. 1 ml.
5.7 — s = T AR B4

6

6.1 HERESHTF

HEIEHY/T OURIHI/T 164H0 AR R RE HEATHE i (KR4
KRERAEAEA0 mISR TR S0, SR 58 A AN B, SRR Ja S i
W (4.8) BUERRRIAVR (4.9) KEFEMpHIHZE0~10, KFE4CAIRELIRAT, 48 hi 58 R HT -

6.2 XAEFI&

IKEEWRE =R, W5E HpH, HifipHA9~10, HMAHAELNER (4.8) T, &
JEME (5.4) eSS, BUKFEL.OmI, B TR (5.5 W, IIAAFERR (4.10.4)
2



10.0 pl, YEZIRFM .
6.3 ERIRHAFIE
6.3.1 XWET
LSS P KA B KRR, Fa IR SR BRI (6.2) IR0 BRIEAT 26 = 4% (L IRF (K ) 4%
6.3.2 2REF=T

KEEHTHZIREE R R S IR A (6.1) Jrik, MISEIRHIKECHI &R F 2 AR e, JFRILEE
SRAEIEREA FRFEIT, SRR 2 FRE i 5 SE PRt il (R I 2 TA st 6 &, #2108 5 ke 4% (6.2)
HA TR 020 AT 4 R 2% 1 e R 1) 5o

7 DHLR

7.1 BB EERH

7.1.1 REBIENSERYE
WEM: MEIMHARNZHEE (4.1 , WshHEBANR/KIBR (4.6) , BREEBFEFE LEL.
. 40°C
AR 10 pl

JiiE: 0.2 ml/min

® RHEEEREERERREF

BFE (min) W A (%) | s B (%)
0 20 80
1.5 20 80
2.5 90 10
3.5 90 10
4 20 80
6 20 80

7.1.2 i EEERH

B PR (BSD) , B TALHE: 3000V, B FEINASAER: 1200C, &My
RNLZ N (MRM) , FARSAF 2.
S M TARFR A, SHOTRAFTEZE S, 5 A SRR i SRR AL
*2 BRUAEYRN %R NG

HArb &9 Kl 75 (m/z) | BEEEETIE] (ms) HEFLEE (V) EEE (V)
. 148.9—72.9* 20 22 11
THEEIER
148.9—70.9 20 22 17
2,4-ZHAKH LIR-Ce 227.0—169.0% 20 15 10

E: AOERE TR




7.1.3 {LEFEE

S YA €/ 5 B S AT A3 R B BRI 2 H R B OE, P AR P B WAL 7E £0.5 Daz
W, G IE 04 55 0.6 Da~0.9 Da [H] .

7.2 ®Of
7.2.1 BUEHZRESL

W—Ew T REE R (4.10.2) T2UKIEWR (4.6) 1, 6l 5MNKRE SR
MRS, THEERRMEIRE 59 81.0 pg/L 5.0 pg/L 10.0 pg/L+ 50.0 pg/LF1100 pg/L,
TR THFRMERFER T IINT0.0 tlNFRE R (4.10.4) , 8 BRI BTE R EEH10.0 pg/L,
WCAEAERRORE A (5.5) e

VBRI 2R B IR R FEE ARG 0 s RO PP AR R, DT BB SR IR e T AR (sl ) 5
PARPD IR I AR (B ) EUABL AN AR BE (R SR AU A AR, B RPNV b T 2R B R TR
(R IR AL bR, 2RI 2, R R A (D .

y=a+bx (1
e y—— T R RN A bR W T AR (R 1 B BRI A BR AR B2 ) e A «
TR i 2 A 5
b——HR e M AR
TR IR, pg/L.

a

X

7.2.2 tRERmIEE

TAE T SRR AN A AR A IR B S T B L 1

Bmm

100-

TREERDAFD

Bl TEERBRMAFYHNEEFR
7.3 ME
7.3.1 XA E

IR SR 2 @Sz (7.2, HERBER CHERAGES KM 278 (6.2) 1l
JE o
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G SRR T REERIRE D S, BHRUEGTEE, NFBERENE, MBKIEBREKER 4.6) .
7.3.2 EAIKK

ZIREEHENE (730 MARPEE TR EE AW (63) KIE.
8 HRUHESRTE

8.1 TERRERMEME S

IR E 10T S S R IR N B A7 B T TR, ARSI AR, ulhER T
S B Jir R 11 D% B A )55 e ARF it Tk B TR P O B I T AR T Ml 22 (0 8 XHELISE /N T2.5% 5
FLAS DA it A PR 7 AN R B (Ko WA T2 559K B BT RO AR PRI X L PR 52 P 25
T EE (KaalA33) BATLIORL, BT n Z24E R 3ME IR e Vi m Z T B, UeT )
SEIRE il A T A BRI

A2
Kiam= —= X100% 2
Al
ﬁEP: Ksam_iiil:ll:ll:l*T%E’jﬁ@ﬁ?%Tﬁ%%E@*ﬁXj‘$§7 %;
Ar——FE T B R R E PR T R T AR (D
A—FER T R R R E B T R AR (gD .

Ka = MXIOO% (3
std1
A Koo——bRAERE bl P T 2 B IR E VE B 1 BOAR T R %3
Asiar—HRHERE i T R R SRR E R T AR (B
Asiar—HRHERE i T AL R R E B T U AR (BRI D
*3 EMFIERENBTFEENRARITRE

PRUERE G b T SR B R R M B ORI SRR | R R T B R M S AR S
(Ka) 1% (Kyam) B KRV IRZE/%
Ka>50 +20%
20<K51a<50 +25%
10< K420 +30%
Kqa<10 +50%

8.2 TEERBMNEE N
THEFERS SN G, R EEE FrmAs (sgs) , HNRETHE.
8.3 £RItE

Bl TSR IR A TR Z A 50 (4) 5



p=pxf (4)

e p—FEdh P T 2SR IR I IR, ng/Ls
pr——MEEHE I 28 _E AR5 AORE b T R B IR BR I BRI, pg/Ls
f—RREAE AL

8.4 ERFR

I 5E 45 F/NT 10.0 pg/L B, (RSB /NS JE— 07 JillE 4 R K T25T 10.0 pg/L i,
PREE =07 T
9 BEEMERE

9.1 BEE

65K SEI6 = 43 X T T R R A INAR IR B 1.0 pg/L~ 10.0 pg/LA150.0 pg/L A HL & /K A
PR FE 420.0 ug/Ly 100 ug/LA1500 pg/LI BN IR FEIR K5 K] RKBHAT T 6IR BRI E,
Hh 27K S5 = A A S B v O 22 91.6%~10.8% S 56: =5 8] AH S B v i 22 1.0%~2.3%, FEE 1
PRYEE0.3~6.4 pg/L, FRITEIRIEEI0.3~6.4 ug/L: JEH IBIRE/KMVG K] /K S256: 5 N A
XF B A Al 22 9 1.5%~8.1% ;S 56 =5 18] AH X B HE I 22 09 0.5%~7.3%, BB VLR VEH 3.7~
31.9 ug/L, FHHMERIEE4.7~31.9ug/L, EARRIFATEA L,

9.2 HEME

65K SEI6 = 43 X T T R R A INAR IR B 1.0 pg/L~ 10.0 pg/LA150.0 pg/L A HL & /K A
PR FE 420.0 ug/Ly 100 ug/LA1500 pg/LI BN IR FEIR K5 K] RKBHAT T 6IR BRI E,
HIbR BT 227K 85.8%~99.0%, RN IR IR IE K MTG K] KKT7.2%~113%, HAk W HRA
HRA2.

10 BREFRIEFMREEST

10.1 ZHIRE

BRI BN E DR ESAM— D EREFEH, L= AN EEFE AP
THRE SRR AR LA B I TR AR PR

10.2 REBNMHEE

A T 2 FIAH K R - =0.995, 5 BB e bl e i 4 Bt (<200 SEE —
AN FT 2 TR AZ A, G 5 85 SR 5 A A Y A 2w R JEE PR AN 1R 22 Y <<20%

10. 3 FE%=EH

BEAUFE Al L2 DTN 5E 10% 10747 XU A db B /> 10, 22D I5E — AT AT XURE
SPAT XURE I 5 45 R AR i 22 B << 20%

6



10. 4 JERAEIEH

FRERERE S N 2 /DI 52 5% B AR INAREE f, FERVBCE DT 1040, BN &I E — AN 4k
TOAREE R, IER ENSCR N AE70%~120%2 18]

11 EiabTE

KR RE R AR B RO R I RL 7y SRR AR s oA TAT B SR A AT AL



Mis% A
(ERMEMIR)

FAREE EFMERE
INIR SRR RS N RIS R EE A BEAT T E o AT BERTAER LS R AR AT AN

X A2,
F=A 1 FERRBEE
g aE R
R A S . X . . N _
(R ) kR E | BME SEEG = AT SEY AT AR | EEMR | EEER
AR IS
(pg/L) (pg/L) FRfEmZE (%) Rz (%) r (ug/L) | R (ug/L)
1.0 0.90 10.3~10.8 23 0.3 0.3
THEEER
10.0 9.52 3.5~5.8 1.9 1.4 1.4
(HEZR7K)
50.0 49.0 1.6~5.3 1.0 6.4 6.4
THEE R 20.0 19.5 3.4~8.1 6.1 3.7 47
2w 100 97.5 2.5~6.1 1.5 12.3 12.3
RERR KD 500 498 1.5~2.9 0.5 31.9 31.9
20.0 19.8 5.2~8.0 73 3.8 5.4
THEEIER
. 100 97.3 3.5~6.8 0.9 14.8 14.8
GEKTRAD
500 498 2.0~2.6 0.9 31.2 31.2
TRA. 2 FEREMRE
IR B A E (%)
SERREESRIRIE | IikRIRSE [ LA 2 31
WEMETR | R - - _
(ug/L) (pg/L) (%) P+2S-
—T7pP
0 1.0 85.8~91.3 89.5+4.2
R IK 0 10.0 93.4~98.3 95.243.6
0 50.0 96.3~99.0 98.0+2.0
E— 2.78 20.0 77.2~91.2 83.5+11.6
B IR
TR o ; "~ 278 100 93.0~97.5 94,7432
Vi
2.78 500 98.4~99.7 99.0+1.0
0 20.0 91.5~113 99.1+14.4
15K IR 0 100 95.7~98.1 97.3+1.8
0 500 98.1~101 99.5+1.6
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