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ME. 2yx—MENNEXREEFHASEFT Rgl REEZERIEY Rh1. Ppt (BERHE G BB X

(UHPLC-MS/MS ) FHRTEEEBLTARASEY Rel FRIFEHEEER . HREWIER, BBEXUREEE
LC-30A RENBASEH Rgl REEZENREY Rhl, Ppt, =FMMARFFFIE(L LCMS -8040 #HITEE DT RN
FRIETE 48.75 ng/mL~9750 ng/mL. 26 ng/mL ~10400 ng/mL. 25.5 ng/mL~10200 ng/mL RESCEIRNLHIRErL, %
MRYF, 1HEXFRE 0999 DL, W5, FOAREREEVHERIITHORA . PR EREBEEE, RSD% 7 14.7% AT,
HEER, EBATARRefF, B 852% HIREZAFCIH =¥ ZEHEE AN,

KB ASET R BURY BYHE ESORIEBERL

ASEH Rgl EFEASZBREY, TEHFET
HMBHEMASTI=tH, 2EEF &S zZz— B
BEMABIER. iZA S T ERERNRERBELISE,
AENGERNNFEIREA Rgl — Rhl — Ppt, R
ERRREHRE A Rgl — Rhl(F1) — Ppt, A Rhi ]
F1 B AR 7, Rgl AEMEE, BEORRIKE,
ST AERIE, T BEXERESLSENRNTT RkE
£ Rgl OfRENFEAREREETER. BRISRENE
W ER SRR ENSRRIEEIEE, BERAAS=
FEEIBHEINRIRSS, SEU EFHENRBUZRRE.
BENBTEYEREREZ, FENRETILTE, X
%5 Rgl RERBYAEGRIVEFRNEER T — B,
AR PRI, AMRESLTIRE. REAEN, &
BRERIUEAREAFHASES Rgl REETEREY
Rhl #J UHPLC- MS/MS 753%, HHATEEWRARE
B4 Rgl A/E Rl EIRBEENRIFRHMER,
HAANBEH Rgl H—THREMRTSE,

B XEIS

1.1 259

ASEH Rgl RS (L5 110703- 201027) , K
FRABRER (#S 100008-200505 ) ME R EZRBLEY
BRI TR, ASEH Rh B (#2S200612) ,
JFEAS=Ez (Ppt) &M (#5 200612 ) HEMRKFE
=i, GEHKT 95%.
1.2 =¥

SD#EM AR (SPF£R ), 250~290 g, ML Fh
EfmAREEAREERAMNYFTREF L, GKIES
SCXK ( BT) 2009-0017; SLISHTAR 12 h 28, BH
Ko

1.3 1Y =8

AL FASEBSIRIEEIZL LC-30A 5=&
POARAT S LCMS -8040 BX AR 5, BEAELE R LC-
30AD x 2 I ZR, DGU-20A;s TELBI S, SIL-30AC
B zhHERESE, CTO-30AC #5848, CBM-20A RE5sH|
#%, LCMS-8040 =EFEMRATFHE{XL, LabSolutions Ver.
551 BIET{Euh AG-135 BB FRF( Bt Mettler 5] )
XW-80A BV BEVIERIE G ( @Iz mRE(USFFER
FR/AE]) ; TH2-100 RIERBFER ( LE—EREEH
FRAT) ; EEWIAM MD200-2 ( FiM B IRHR
/AE] ) Heraeus Pico 21 B/ 1( Thermo Scientfic, {2 ),
1.4 RX5

Z B M B Z E Fisher /A ) ( Fairlawn, NJ,
USA ); SE3&F7KE Milli-Q Plus 7KL Z %5 ( Millipore,
Ltd. ) LB F5REUHF; Bl ( 4E 99%,
LCMS %%, Wako, Japan ) ; HFIXFIIADMTEE, WA
FEEREFRFAE

B 5iEMER

2.1 STREA R NTRA R AECH

BRI 2.0 mg ASEH Rgl. ASEH Rhl,
BEAS=F Ppt (U3 IR M, BT 10 mL FEMF, HMHF
FERMES, HAL 200 pg/mL R EE R, MHE
HEERRE 10 mL RERT, FEES, SHHERS
F—RFAEREN BRER; SREERRARER
£91.0 mg, BF 10 mL FEMRF, MFEERES,
A% 100 pg/mL A5 &, AREX 100 pL fiE& & ZE 10 mL
BERP, MAREES, I 1 ng/ml HRIRER-
2.2 KREEHERERLIERE
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BRBEBANRBTES, M 25 mgkg FIEES Rgl
KB, HAEE, BRRERHEESR, BERURKEEHF
FERFEESEME, #(ETIE 24 h [FFRE, WHEHS, A
1:20 fEEARFRN R EZR/EIFH#BE 15 min, 13000 r/min-1
B0 10 min FEEEEA

TR ZE{E 38 50 uL, HRORINNRENAEA K 100
nL. MERER 10 pL. ZEEGF 2 - —F R - ETE

(2:1:1) JEEA®R 1 mL, JREERES 1 min, 300 r/min &
3% 30 min, =E3%5EEE/FEE 5000 t/min &> 5 min, B
BNE, BRI EERE 400CCR=M TKRT, ZEH
100 puL SRENHEESA, 13000 r/min-1 BOBUEE, 59T
2.3 BiEH

BILEFE: 57E Shim-pPack XR-ODSII ( 75 mm x 2
mm, 2.23 um ); SRENAE: 0.05% FERZGERK (A ) -0.05%
FRERZBEA ™ (B ); & 0 min(22% B) -7 min( 80%
B) -7.01 min (22% B ) -10min (22% B ) ; #&E. 0.5

LCMSMS-078

mL/min; #E&: 40 oC°C; HFFE: 5 uL;

2.4 FUEFM

BT AR ESI(+)
BYHERE: 45kV

S
TS,

wWES:

%5 3.0 Limin
&5 15 Limin

&\

DLEE. 250C
PFAAEHNREE . 400°C
FEER. ZRNEN (MRM)
IFEAMfE]. 20 ms

EiEHTffEﬂ: 2 ms

MRM S4§. k1

1 MRM LS8

KEmER | BT BT

Q1 Pre Bais(V)

Q3 Pre Bais(V)

405.5"

-30

-28

Rgl 621.4
109.1

-30

-19

441 4*

-30

-30

621.4 2033

-30

-21

441.2" 123.2

-21

-21

4234 109.15

-20

-18

LS. 345.1 97.1

-16

-17

109.15

-16

-18

FAEEBE TN
2.5 FREER
251 TRMAE

BARAEYHR, % 22RLERZE #7018, BR=aHREE; ¥—EREN Rgl. Rl NIRERR
MATRIMAKRBREBEYERF, KRR, SEEREE; MERXRAHENNRERER, BR=F48HE%,
LZRFW, ERMTERET, EVERPREEYRATHAAN, Rel. WARAREBRE 54 1.5 min, 6.8 min,
sAREEERIME 1,

Ppt

1 KRERFE(ERKREEE
A: EAREIRE B: IIARIEERK C: LRERKFRIERIRK
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DABMEAEYER, MABENRIIRERERR, EENRIIRENEINEY M. 32 2.2 £YHFmRLE
TR #HTANERHE, ERERD ENRNIERRRILE, WRESIERIRILEMSE ML TSHIRAERSZ, ERM

% 2 FriRo

2 LMER

%)

E3757E

r SEE

Rgl y=0.0027x+0.1228 0.9999 48.75 ng/mL ~9750 ng/mL

Rhl
Ppt

y=0.025x+1.0344 0.9999 26 ng/mL ~10400 ng/mL
y=0.009x+0.4697 0.9997 25.5 ng/mL ~10200 ng/mL

2.5.3 HBEEREWCEIRE

DHIR=EEEY R, MANEEBOTRREIFESR, BH Rgl. Rhl, Pptf. . B=MREN QC A, % “2.2
AEYIRERANETT R HITANR IR B NRE R T S BRI, EENE =, #TEIRRIME R EXR, ERIKS,
ZERFR, TOEMEIGE, HAEMEEEEFEEK.

3 BEERORRER

B5Y INE HREEE

RSD HiarEEE

e

(ng-mL'l)
97.5
487.5
1950

Rhl 52
520
2080

Ppt 51
510
2040

(x&s, n=5)
106.81+4.09
508.80+46.10
1983.154+227.20
46.90+6.16
539.95+66.50
2040.75+189.53
58.274+5.61
539.57+46.72
2100.37+141.46

Rgl

(%)
3.81
9.12
11.45
13.13
12.31
9.29
9.61
8.66
6.74

(x+s, n=3)
92.22+12.64
526.99+40.88
1929.45+159.42
47.48+6.98
522.35+62.77
2065.73+199.41
51.93+7.46
536.35+50.80
2072.44+141.72

(x£s,n=53)
109.54+4.20
104.37+£9.46
101.70+£11.66
90.19+11.85
103.84+12.79
98.11+9.12
114.25+11.00
105.80+9.16
102.95+6.94

2.6 HEMMINELER

RERL 25 melkg FIBEEASEYT Rel Fikla, NWEREREERARAGEY F Rel SZRGP~HNSE, FH
BERUGREERENERE, SENGHEREHER, FEITRNERARAMYT Rel SHAE~ Y aIHH

EEZR, ZERNE 4,

%4 Rgl RERBEYERREEFOHBELER ( x55, n=9)

Rgl

Rh1

Ppt

RiEl(h) : o
KRHEE HRHE
(ng) (%)

aERE

RIRHHME (ne) (%)

KR =
(ng)

HRHE
(%)

0-10 - -
1024 1519.15£696.71  27.43+12.94
24-36 754.54+258.70  15.35+1.91

223644592  0.68+1.06  137.93£167.63
48-54 ND ND
54-60 ND ND
60-72 ND ND
B 2231.03£684.40  40.11+12.74

491.774+246.63 8.87+4.02
629.36+280.42 11.23+4.34
2.51£2.66 101.48+118.19
8.14+10.38 0.15+0.16
ND ND
ND ND

1236.36+349.55 22.19+5.80

83.26+107.82 4.2543.06
287.35+292.91  10.56+6.10
6.82+6.31
12.15+7.04
5.00+3.55
3.01£2.39

489.22+363.36

0.79+0.84
0.26+0.24
0.31+0.43

22.88+7.00
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N &g

REFERSEBEIURAEEN LC-30A M=F AR R LCMS-8040 BX FANE A REEH Rgl &
HRB=IHIREF %, @A FFEMARBBEHRNEER, 3£H 852% WEMIURRS B~ (Rgl A
40.11%.Rh1 4322.19% . Ppt 4 22.88% T RIBIT ZEEHEH RSN, B &R HE AR B SRS A B 6.97%

(Rgl 7 6.88%. Rhl 5 0.085% ) , 1X 0.038% EAZ5¥@Id BRI ERGHEH K51

[ B2 IKN ARARFRZFFHL

LB EBEKETOS LTER LiEHEIE: 021-22013542 http://www.shimadzu.com.cn






