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Y EERRPEEREGY
7% B ENE

1 %EH

FRERAETHYEER S TABRRR B BN 68538 f 8086 38-50E/ R s e
Fik.

FHRESATA=R ERFANFRHA-RTIABR BATABRATRERRE NS LR EM
% B .

2 SHGE-REE

2.1 EE

BHEAZRZEBER AV EALAERAESRE-BRLESRL, B2 Y 85 + (FlorsiD & ¥k
J& AR R B R, N,O (=R =R Z B B-= W 2 {5 (BSTFA+TMCS, 99+1)
F 70 Trekifk , ASMHGE/ AAFaBERIEUNE, AR LAERREER.
2.2 RAPHE

BIEA B R 25 P AU AT AN 2 s e AR A R 2B Tk M 2 EE K .
2.2.1 HEL. A,
2.2.2 HWE.KR%,
2.2.3 ECk.KBR%.
2.2.4 ZBRZE.
2.2.5 Z.E,
2.2.6 EhH.
2.2.7 EF[ECAP) . EHRBECFEP . FRBE(TAP)IFEY R ZLHE>9%.
2.2.8 [MWEZEBE(m-CAPIREYR . AE>99%.
2.2.9 FAHBERALK . FEREEEANAKEZRE AL WA LHAER, T RRAE, THH 1.
2210 ERRAAXGEMHERE.ERRNEEEBR . AFASEMTRBEREYRHREA
0.1 mg), LA BRECH] IR EE K 100 pa/mL BIRHESE SR .
2.2.1" EHEEBEARLERR . ERNFREEABEASRFEYRE®RE 0.1 ng), AP
HE &R 10 ng/mL BISR¥E TAERH.
2.2.12 EBABERGEIABRK - EEFTETRRNBERAG . 25BN 1 oL AR TAEBRR
2.2.1D), fAXARRBBESIEREEX EFHUSEMTREBRREF 0.1 ng/mL.0. 2 ng/mL,
1 ng/mL,2 ng/mL.4 ng/mL.8 ng/mL R, FAFTEREE(2. 4. 1D B 6(2. 4. 2) , F B R EBK
HBASSBRF.BHAC. 4.5, S RIFETAEER.
2.2.13 EAEN:N,O P EER) SHZ B = PR &L (BSTFA+TMCS, 29+1),
2.2.14 [EARFERCEE B P B+ 8 (6.0 mL,1.0 g),
2,3 @Rk
2.3.1 SHAE/FERAN-BALFREERCD.
2.3.2 HHWPENL.
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2.3.3 FEMHEREKE.
2.3.4 BHE,
2.3.5 ERFEEN.
2.3.6 RERAH.
2.3.7 B,
2.3.8 fEE%.
2.4 RSB
2.4.1 #BR

FRI1I0gOEHB 0.0l ) MBHAHBESTFS0mL HEELEPR,.MA 1.0 mL RIFER
(2.2.11) #1 30 mL ZEZEE, % 30 min, F 4 000 r/min B> 2 min, L BHRELZRKER Y. B
¥ 30 mL ZRZMFER—K, AR MMN,35 CHEHERXEE 1 mL~2 mL. 58k,
2.4.2 B4
2.4.2.1 W-BER

REBBHEGEY(2.4. DM 1 mL PRIEERE, H 20 mL E/LMABE B (2. 2. 91 20 mL JEC HE-HEE
BLEEZECKE, KM 40 nl ZRZEBEARKER, 4 HZBRZHEHA T LEED,35 CTRERERE
BT, AERKZ2BKT.
2422 BPEBLHSRL

BEFEELEERAS oL FE.S ml FE-ZBQG+DHBEM S oL ZRHEEEH. BRE
(2.4.2.1) i 5.0 mL Z.Bk¥ 8 E#%, 0 5. 0 mL Z Bk Florisil #,5. 0 mL FE-ZEFE G+
B RRAESK8RT . Rk
2.4.3 @it

% LJE BIIRAR (2. 4. 2. 2) i 0. 2 mL HUZEHAR, IMA 0. 1 mL Ee£363M (2. 2. 13)1B 4, F 70 TH
4k 60 min, BXBBKRT,MH 1.omL EECRER,.FIUE.
2.4.4 @iz
2.4.4.1 SHEB-REEE

a) fai%4k.DB-5MS B41454:,30 mX0. 25 mm (&) X0. 25 pm, K525 ¥H;

b) AEEERE.50 THEHF 1 min,25 T/min F#Z 280 C,£## 5 min;

o) HEFEOEEE.250 T,

& BEEFR AW ERE, A2 WEE 0. 75 min;

e) B .HAEK, HEE=>99.999%;

f) 1.0 mL/min;

g HFR.1.0pL,

h) HNEEE.280 Cy

) BETFE-AFREEARTFER NCL

D AR R TR,

k) BTFREE.150 T,

D WEFFREE.106 T,

m) R A, difE=>99.999% 5

n) EHHFEEUEFSREIL
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=1 HEIWAEF
HYAE BERBEF(m/2) EERBEF(n/2 MBS TFEER/Y | AWEMRE/YA
466 100
468 66 +20%
EREEER 470 466 16 30%
432 2 +50%
466 100
468 71 +20%
uzR 376 466 32 +25%
378 19 +30%
339 100
311 75 +20%
RFRBR 429 339 89 +20%
431 84 +20%
409 100
411 93 +20%
FABK 499 409 92 +20%
501 93 +20%

2.4.4.2 EME

AT ER, IR AN EAENE SERY R R, EENREREHRESRIEE
B, EENETYHI,. AN EEETFHHENEFEELSHREYR - . A EEAFRERR
i1 AEWER, U AR P FENEH=/HASE. DRAREHIE, N EFHHE, UAH TR
(A 5 R SR Y BR A3 Im HoAb 56 BE B 7 19 O SRR B IE .
2.4.4.3 RIRIEHR

MBI M ERARE TR (2. 2. 12) % 2. 4. 4. | ISAR GBS &40 U2 Re , DR Vv 90 o BY
FBRAR, FUASSARYHEERZ LI AL ELH AR TERE.
2.4.4.4 %R

Pl m/z466 (m-CAP #1 CAP) \33%(FP) 1 409(TAP) A B E T, RSB R P RAB R A/ L YR
BEBREN BN EMRELEN ., £ LREERGT (2. 4.4.1),mCAP.CAP.FF.TAP iR Y R
MEYS LR EMFE AR 11.4 min,11. 8 min,12. 6 min,13. 6 min, LEREEEYETEYLETF
HEMEERSLER APHE A 1A A. 2,
2.4.5 EFTLB

#®EU LR, N A —-REET A RRIE.
2.4.6 TARXE

BARmMBEES, Bk EAE e REST .
2.5 HHRHH

S RER DI

AW

X— WP RN ASRE R, RN E TR (pe/ke) s
c——APIRIRE LAE d R - RSB B4 2 W BE , A R T E T (ng/ml)

V— R REE S, LA N ZEF (mL),

m—RRHRE, LA R ().



GB/T 22338—2008

2.6 FWEMER

SHEH-RIEMERRY EBR 0.1 pg/ks, APRFRMPEEK 0.5 pa/ke.
2.7 ERBRNFEE

S K% B,

3 BESE-RE/EEE

3.1 A=

HMAANPBEERAPEABR FRSENFEFASERE, A RALHE . 2RLE-2BRRT
PR Z ER 4R B, 1R B VAP AR AR BUR: 17 b, U B 3 BRI/ BB U 2  RBE R HAREER, AR
BEMBEAREIRAMREER.
3.2 RXAfMEE

BRAEA A VLEH , 7240 v DU FI SR A b 0 A Sl 6 SR A IR R B K SR A A B K .
3.2.1 HE.BMEAENR,
3.2.2 ZH.WHEABEA.
3.2.3 WE.BHEAEZR.
3.24 ENE.BHEBHER.
3.25 ECR.ZEGHE.
3.2.6 ZRZE . WHEGIER.
3.2.7 ZE.
3.2.8 ZB#¥.
3.2.9 ZM&.
3.2.10 AHEFHEERIFES . 29 40 000 FEHEE4L,
3.2.11 ZEHEMIES LB 200 mL FE2££(3. 2.5)F 250 mL RS- MASBRZHH (. 2.2), B
AR, BEIBRE FETERLHEAR.
3.2,12 WER-ESEQ+9) . FHEE3.2.3) EC G 2. 5)%A&ERK 1 9 B5.
3.2.13 WER-EO(6+4),REE(3.2.3) . EE 5. 2. 5)#%AER K 6 + 4 B,
3.2.14 ZBRZEE-ZBE(75+25),75 mL ZBRAZEH(3.2.6)55 25 mL ZE (3. 2. DFWIRS.
3.2.15 ZEHIErE 0.1 mol/L) . B ZER44(3.2.8)13.6 g T 1000 mL FREEF,MA 980 mL
KEMIFES, HZRE pH 3] 5.0, EEEZ KRS
3.2.16 ZBREERR (10 mmol/L) . FHIZ ERE(3.2.9)0.77 g T 1000 mL FEIE R, AKEFZEXRE
B’5.
3.217 KBR.FTREEMNAFABRIFRYR LE>99.0%.
3.2.18 EBRMAANFEBED) YR LE>99.9%.
3.2.19 GEMERE.AJERRBGEENEER . FRASEARATREBEFREYREG. 2. 1D AR
2 0.1 mg), FAZ R 500 pg/mL MR EMERR (4 TRAEFRETER 6 A,
3.220 B8R TABERAATRERGETARR - AFERERERNABR . FREZAEF
PEBRFEMEERG. 2.19), HZHERBR 50 pg/nl MEBR . PREZNFPREREnHEF BHF
W4 CERAERFARA I
3.2.21 EBR . PRABERMATHRERBEAREIARR .4 EREREENEABE . FREEM
BERBESEPRBFRG. 2.20), HRzIHBERAENBESRELAERRGLARD .
3.2.22 EERARAFRESEDIHERN . ERRRERMEBE-D FREYREG. 2. 18) (HH
21 0.1 mg) , AZHFEL AR 100 pg/mL MR EH SR B4 CEERFTHEE 1211).
3.223 EBEARABRESEDHTHER - ERBREBNEASE-D: HEE®KS.2.22),HZ

4
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FEER 1 pg/mL WiFFEREA CRAERETEHA6AH).
3.2228 SEBRATARAREBE D) LERR . ERBBERMNEAEE-D, PHH®.2.23),H2
FHECRE 0. 1 pg/mL WA TR (4 CRARFTEA 2 AD.
3.2.25 LC-Si BHFEBERATY# 200 mg,3 mL,
3.2.26 EN BEHZEBAEERM %% 200 mg,3 mL,
3.2.27 —KEEHRA - LH 0.45 pm FALBWE.
3.3 (R@EMmiRE
3.3.1 BHEHE-BRREEEFERFHTHE.
3.3.2 WE4AEEN.
3.3.3 HRE.
3.3.4 EHFZREA.
3.3.5 S4WXYF.
3.3.6 200 pL.1mL,
3.3.7 LFEM.100 mL, 5,
3.3.8 2,200 mL,
3.3.9 RNUEZHELE.50 mL,
3.3.10 E.LL.
3.3.11 RIERAS.
3.3.12 BEMEEBREEE.
3.4 RREVESKRE
3.4.1 REMEE

MERBESTREBSIERRERES, 2RBFLAABFENYBFHRBE, ANSREL HE &R
.S RAER . EABEERN . MEEEHEL, —BEIEE, —BENEE.
3.4.2 RBEMRRE

REERIZE —20 CRETERTE.
3.5 ARSR
3.5.1 #m
3.5.1.1 HPAL[AF.BERMSA*=S

M 5 gOBTZE 0.01 @), BF 50 mL B.LEBH,MA 100 pL EBHARRFEEBED)T
FEREH (3. 2. 24)F1 30 mL Zj#,53%, B30 5 min, 3§ EFRH A 250 mL 28+, 15 mL Z5F
WAMEDEG. 2.11),4R% 5 min, BESR . HBZHBEREZ 100 mL HFE6.L0EH . REFBMA
30 mL Z %, &8 3 min, B.0 5 min, R EFBEBEER—28H L 65T 5 nin, REFBR . HZBLHBEE
ZER—REOBHED. ALEBEPMAS mLERNE, F 40 TABFEHFRZET, HASKT.m
5 mLAK-ES#(3. 2. 12)ERRE.
3.51.2 HYF.BELR

RS g Z0.01 g, BT 50 mL BL.LEW,MA 30 mL ZERHIE MR (3. 2. 15), B IR
2 min, Ml A 300 pL S-Ai&i SRR MR IFEN(3. 2. 10), F 37 CREME. HERESPMA 100 uL HB &M
RAFREEBE-D:) TABMBK (3. 2.24),20 mL ZRZEE-Z 8 (3. 2. 14) , ##3% 2 min, B L 5 min, R E
BENBADER P 40 CRKBPEFRZET  ARSK T, M5 mL RE-EC 5. 2. 12)HF
R,
3.5.1.3 &%

R 5 gUEME 0.01 L, BF 50 mL LB MA 100 pL B RRRAREEE-
D;) TAER M (3. 2.24),5 mL K, BS, HiMA 20 mL ZFZE,###% 2 min, B4 5 min, BRENEZ

5



GB/T 22338—2008

100 mL FE.LER S, TELEFHEMA 20 mL ZEZ K, ##8 2 min, B0 5 min, FHFERRTIRA
LDIEH P40 CRKBPEXRRET,3 nL KBBRRE,.BS.
3.5.2 &
3.5.2.1 HPARSK™G

Ji 5 mL AE-IEC£55(3. 2. 12)%kFk LC-Si BEBE/ME , LV B R B R AE 3. 5.1.1.3,.5. 1. 2)
RUBEMER/PEEL, FEHEHE,H 5 oL FE-EC 3. 2. 13) 85, WERRE T 0IEHES,40 TK
BHRREREEZET . BAAOKT, M 1 mLKESR, EEWRL 0.45 pm BEL@G. 2. 27) ZHEMHEFHE.
3.5.2.2 B#%¥

431 5 mL B EL,S mL KIS EN EAZRE:, ERRE(3.5. 1. B Lk, A 5 mL Kik#,
FAZEEET 1 min, i 3 mL ZRRZEEER,EREABIKRT A 1 mL KER, EFHET 0. 45 pm
BERG. 2. 2D F RS WUE.
3.5.3 BHAAE-RE/RENE
3.5.3.1 mEAEEEG

a) fai%&:,Zorbax SB-Cj3, 5 pm, 2.1 mmX 150 mm, -5 24#;

b) WBHK-ZE-10 mmol/L ZREBH ., BELRBHFS LK 2,

R2 BEXRERF

B (8] /min x/% /% 10 mmol/L Z BRE&B K/ %
0.00 70 25 5

2.00 25 70

@ | on

3.00 25 70

(]

8.00 70 25

c) if#E: 0.6 mL/min;

d) R .20 pL;

e #i|.40 T,
3.5.3.2 R/ REEY

2Ll C,
3.5.3.3 EiExe

BERERZAGUEESTELAETERR ORELPLAYRE QTGN R YE N SIFER
W A EARFRE 2. 5K 2N RULAYRER THRENE FABERHFRIEX TR
ST 3(5/N=23), ERETFHHEAE FABSMEREXTEST 10(S/N2>10); & B F X 4
%F 3 BE SR EE M M AR MRS WO B, I R B RE ARE R 3 AR WA A Wk & P AR e MBI RS B AR
A4y . AER FREZFNFPRE R R AFELERR OB GE-BE/ RS K KRN (MRM)
REFHEMEARTFRESEUREBFRALSYHANRENASANRD FE D 1~ED.5
#D.1,

#3 EENEANETEENRXAFRE
HMBTFEE/YN >50 >20~50 >10~20 <10
SV RARHER/ 2 +20 +25 +30 +50
3.5.3.4 ERAE
AEREAAREEZERE ) PREBEANATFRERERIMEER.

3.6 HRiN

BEDARASDREAREANSEELBRRERABERTBERN OWE, PREJME TR
6




BREXOGIHE,
X = XGXAXA XV, 1000
ca XA; XA, XW 71000
_eXAXV, 1000
X="ZXWw XTooo
AP

X—E@RPRUASRER, LA AR T3 (pe/ke) s
c—— IR LAR R R AW BE , B0 A 5 B 2T (ng/ml)

cs— IR HE LAERE B P AR Y W% BE , BB R AL B T (ng/mL)
PP ARG W EE, BACA AT RES (ng/mL);

A— R IETYE R B A e T A

A —BEPEN B FYREEE,

As— IR ELIEE B P R Y B &,

A—RR P ARG EmE,

V —HREE A ER, 4 H A (L),

W—RRRER, RN ().

&, HE4GRENRSAHE.

3.7 MEER

C;

GB/T 22338—2008

BHAH-RE/ AR EBRUEMEBRER 0.1 pg/ke; FRBRABFREE N 0.1 pg/kg.

3.8 EWBMBEE
SRHRE.
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W R A
(BREMEHR)
SRRBEGERYATEVHSHAT-RREETFREEAMEEE

TAP
13. b9

11.60 12.00 12.60 13.00

14. 00
t/min

Al SBREAGRRYRTEDOEINFRAER

100+ 466
75k

75 —< }—CH—CH—CHQO—M

50 NHCOCI-IC'Ig
50 5 [

[ o5fF 376

- 304 350 494 41 458l) 484

i 264> 3135945 342 368367 416 432 450 |47

4 07300 320 340 360 380 400 420 440 260

360 370 380 390 400 410 420 430 440 450 460 470 480 /. 310 2530 350 370 330 410 430 460 470 o/

o) MBERSRMEYRISHE b) EBEMEYEBE
100
O—TMS

75 |

CH;S0; I —CHWCHSF

50 NHCOCHCl,

305
25
20602603208 || 321 [i| 3s7 37335395410 444
0
2490 260 280 300 320 340 440 0™240 250 280 300 320 340 360 380 400 420440 460 48D 500

2502702303103308503?0 390410430 m/z

o) HPRERTEYHEE d) HRE RN LY E

A2 SBREHDTEDEHERXTNREE
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B & B
(HEERR)
EBE AN ER EE 5 PR F S E B EMEEE(GC/MS %)

£ B 1 SBRANGVEFRRAER DTG EERMNEE

Wimuke B/ K& =217 BEAMR
HYER
(ug/kg) MigR/% | RSD/Y% | EdkE/% | RSD/% | EB#R/% | RSD/%
0.1 88.1 9.8 80.2 8.9 80,0 10.0
#BX 1.0 86. 4 5.5 85.4 5.7 88.7 7.2
2.0 98.1 1.2 90.5 1.5 94,2 2.1
0.5 98.9 12.9 101 14. 6 109 15.4
HKARBR 1.0 105 10.4 92.8 11.3 102 12.2
2.0 88.0 15.1 85.3 10.1 89.9 10.7
0.5 111 8.8 98.0 8.9 110 10.5
HRBR 1.0 94.0 8.3 93.1 7.9 100 8.8
2.0 93.6 7.7 89.5 6.5 90,3 6.9
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M ® C
(B RHE R )
BERSE-RE/REARSERE"

WARAE-RIE/ RS E S5 &5

) BETHR.GEBERTHE,

b #AHEFR . ABTFEE,

o) Ry .SER NN (MRM);

d) HEFHE;—4500 V;

e) BISHES:0.276 MPa;

D KWKES:0.172 MPa;

g) HEBhAS MK 0. 206 MPa;

b BETFIEIRE.550 T,

D BHETN.EER TN ERSBERMEHEE,AERC. 1.
RC1 SABR.PABSENEFASENEEE T . EREFX . ABESEENEERE

& @ & % ?::;’i;‘g ’f::;ﬁ;‘:)’ BRSER/V | EREE/V
e 20,0726 s20.9/151. T T
FRBR - :;f:: : 353.9/289.9 e e
— N EENE
uBED, e a/aame 526.1/157.0 T e

D Jeil A 0. R A BTRISEEAE API000 IR LB R M, AT W ERARSRENT RES
AP REL BN BREREEAEERAA KNESRNE,

10




GB/T 22338—2008

B ® D
(REHERR)
SR REGAEYRNBAGE-RE/ REAETFReEMEYEFaEE

2. 6ef| L.72
2, 4ef}

2.26“:
2. ue"'- ‘
1.8c5)

L Be"-
~ 1.4e“-
| 1.2:‘:
1.0&“:'
B.l:le‘-
6. Det -
4, l'.Ie‘:
&Oe‘:
0.0 Y

0.6 L0 LB 20 25 30 35 40 45 650 656 60 865 70 7.5
t/min

ED1 S8K.PFREENEFRBREFEGAETFRH&GEE

3.82
2. 06t

L Betf

Intensity/ cps
5
o

N AN

'] L L 'l L 1 " P | P | P
0.6 1.0 L5 20 25 30 345 40 45 5O 66 6.0 65 7.0 7.5
t/min

D.2 MEEEHETEEE

11
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1.72

\_

0:5 l.ll:l 1.I5 2.0 2:5 S.Io 3:5 4:0 4.IE 5:0 E.IE E:l} B:E 7.I0 T.‘E
/min
E D3 FREBREMETEEE
3.4t 3.28
3. 0etf
2.5t
B . oot
32.03'-
B
gn.ae‘-
1. 0e*
6 000.0
o-o”. i |....|....l....l....l....l.J...l. Bt s 3 & e s s 3 | 3 sou s e 5 u 3 1 5 IR I a1 s a1l
3 1.0 1.b 20 2.5 3.0 3.6 4.0 4.6 b.0 8.5 6.0 6.5 7.0 7.5
f/min
D4 GRREREARTRINE
1. 3¢t 3.2
1.2e4
1.0et|
B g ooo.0
Ry
2
Eanuu.o-
4000.0
2000.0
[,'o ||-|I--|rlr-u|Ir--|I|||‘|-||.I‘-1-I|J||l-
1.0 1.5 2.0 2.6 0 a.56 4.0 4.6 50 BB 6.0 6.5 7.0 7.5
t/min
ED.5 SEE-D EMETEER

12
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B 9 LR

R B B (A /min

#B/R

FRABER

1.72

HPRBR

3.28

13
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B ® E
(BFHERR)
SBRABDER FE R AT EE R RS E (LC-MS/MS &)
RE.1
- wimkge/ HYH . B BERRAESA™S % =
(ug/k®)  |FEIfREFEME/%| RSD/% |ERCRMEE/Y% | RSD/% |EWREREE/% | RSD/ %

0.1 80.5~107.0 | 11.5 | 88.0~109.1 | 13.5 | 80.5~101.8 [ 11.0
HBR 1.0 84.4~98.0 5.1 | 92.8~108.6 | 8.8 | 8L1~107.4 [ 13.5
5.0 89.1~105.6 | 5.3 80, 7~97.7 9.2 | 90.2~108.0 | 8.1

0.1 70.3~96. 2 8.3 68.0~99.3 | 10,4 | 77.9~84.1 [ 9.2

PRER 10 78.9~92.0 3.7 64.2~94.7 | 10.9 | 79.7~89.6 [ 9.1
5.0 75, 7~94.4 8.1 74,0~89.9 5.3 | 86.0~100.3 [ 4.9

0.1 65.2~-98.0 9.4 67.0~87.8 | 12.6 | 8L.8~99.5 [ 7.5

HPRRER Lo 72.1~89.6 6.2 70.1~89.2 9.9 85.0~97.7 | 5.4
5.0 70.3~96.8 6.8 73.3~93.0 7.1 79.6~88.3 | 6.0

14




