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HEREARE =EMRT RIS L
WEXRBTHASER Rgl K ERH

LCMSMS-077

WE: 2y—MENUEXRBETHHASER Rel XHEEREY) Rhl (NBSXURIBEERIKRILE (UHPLC-
MSMS ) F#RTEZREBLTARASEY Rel BRFEAHERL. HRENEE, BESIRHESIE LC-30A
REDBASEYT Rel KHEEERGY) Rhl, ZEPRAFFHHL LOMS-8040 HITEB DT FERNFRETRE 48.75 ng/ml~
39000 ng/mL, . 20.8 ng/mL ~2080 ng/mL RESEEINGHEEL, LR, HXREN 0.99% L. &, &
REREEYFRFTHCRA . HOREHEEEEE, RSD% FE 13.6 U, FFEEK, EBHRTARRel /F, H697%
HYZ54) AR B A = e SR AE T HE R RSN

LEA: ASSHRe; B UL BENRIEE R RS

AZET R BTRAZ=ZFEAREY, TBHFET S=BEREETRIMIBIRSE, SBRILITENREUER
EMRHEYMASH=tsh, RHETEMA»Z— B K. ANHTEYHAERESR, FHARETILTE,
BELMAEER, ZANTEMERNZERBERENEE, X4 Rel REREYEERRINERNELSNE T —ER%E,
HANGERNEZRZ A Rgl > Rhl — Ppt, AR ABRERBPE, AARELTIRE. REEBN, &
EARAEIREA Rgl — Rh1(F1) — Ppt, HFRh T SBENEKFETFHNASEHT Rgl REERREH
Fl EARD 7181, Rel HVEMEEZE, EHORKIE % Rhl f UHPLC- MS/MS 773%, FRATEEMRAR
=, £YMAERR, FAESERTEENQNTTE  EBS T Rel BRI/ Rel BT PR AR,
EEE Rgl ORENFEAREEACEER. BRIERE  AASEHT Rel NHE—THRERTSE,

N T EE ERE I EMSRURAEIEE, ERAA

W SRS

112534 B a8, CTO-30AC #)R#H, CBM-20A R4 &

AS BEHRgl B & ( #t5110703- 201027 ) , %8, LCMS-8040 =& M R 4+F A& {X, LabSolutions
WARRBRZE (S 100008-200505 ) M E PEZSE Ver. 5.51 BT {EuS; AG-135 BFRE ( B4 Mettler
WH R ER. AZEF R FB& (#HS5200612), AF); XW-80A BREEERES N ( £IETHERIEX
JFASZ=E2 (Ppt) WHR&E (#5200612) HEMRKFE  SHHEBEHRLE ) ; TH2-100 BERZFERK ( L&
=, AEHKRT 95%. —EREEFRAT ) ; BRI MD200-2 ( M=
1.2 sh¥ B BEHFPR/AT] ) ; Heracus Pico 21 B/»#] ( Thermo

SD M KR (SPF 4R ) , 250~290 g, ML F Scientfic, {&E )
HEemARtEMRELEHMERT L, SKITES 1.4 385

SCXK ( BT) 2009-0017; SCIAFT AR 12 h 28, HE Z B M B % [E Fisher /A T ( Fairlawn, NJ,
K USA ) ; SE38FA7KE Milli-Q Plus 7KL £ 25 ( Millipore,
1.3 {388 Lid.) BEBFEZRELHE; BFEE ( 4E 99%,

FIBERRRBSUREREMLC-30A 5=F  LCMSZR, Wako, Japan) ; HAKFIIANL, WE
PIARAT BT (X LCMS-8040 BXFF Gt RIFEEN LC-  AEmAEFRFIAS,
30AD x 2 %R, DGU-20AS5 FELMBESH, SIL-30AC
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2.1 WREBRENIRE RIIECH

BRI 2.0 mg ASEH Rgl. ASEH Rhl,
JFASZ=EE Ppt (U B a, BT 10 mL FEMRA, HH
BB RER, HA 200 ug/mL BT IR AAESER, MAEL
HEEAEKE 10 L FEHF, FIzES, FHHERS
BRI AERENNBRAR; HEEHRNARERH
291.0mg, EF 10 mL FEMRF, MFREREHES, H
A% 100 pg/mL B K, AL 100 uL fEH R ZE 10 mL
BERF, MAREER, 1 ug/ml WRRER.
2.2 RERBEHHEmALNER TS 7%

CERRREERER, (MEMIBEIE F Z & IR AL & 5 T i
IR, ERFRETARLKEIESE, VOB NO#AEE
HE, HMTaEEY, FaEER, SRAEZNE
KWEHTIE, 25 mgke FIEEBLT Rel KAR,
FEL7E 0~3, 3~6, 6~12, 12~24, 24~36, 36~48 hlf
£/85, 13000 r/min B0 10 min JFER EER .

IRERRBI T £ 50 uL, HORAINRBNARA & 100 pL.
WIRAR 10 uL, ZEWMF 2B - — SRk - ET B

(2:1:1) JBEA®K 1 mL, JRIEES 1 min, 300 r/min &
3% 30 min, E5%5EEEfFTE 5000 r/min NEi(r 5 min, &
BENRE, BBEERE OCHERRATRT, 5EM 100 uL
SREAREE, 13000 r/min B OB, 94,

LCMSMS-077

2.3 EREEH
&4, 5% Shim-pack XR-ODS II (75 mm x
2mm, 2.2 um) ; FEIHE: 0.05% FERKABER (A) -
0.05% B ZBE8#% (B) ; #&E: 0 min (22% B) -
7 min (80% B) —7.01 min (22% B) —10 min ( 22%
B); 0.5 mL/min; #¥)&: 40 °C; # #f &.
5 uL;
2.4 g
BFAES: ESI(+)
BTHEHEE: 45kV
FK:
FIES:
WES:. §5
DL;RE: 250°C
IIFARBRE . 400°C
FFHEEN. ZRNEN (MRM)
IXEERYE). 20 ms
FEIRATIE]: 2 ms
MRM 1. I3k 1

IR

X 3.0 L/min
K= 15 L/min

= | MRM k581
EYRIR AEET EYBET QI Pre Bais(V) CE(V) Q3 Pre Bais(V)
*
Rel 214 405.5 30 20 28
109.1 30 -39 -19
sk
Rhi 1.4 441.40 30 -10 30
203.3 30 25 21
97.10* -16 23 -17
LS. 345.10 109.15 -16 25 -18
*AEEB TN

2.5 FEEER
25.1 TEMAE

EKRRAEMER, & 22 HRAIEFSE" #1708,
Br=aHRERY; B—EREMN Rel. Rhl MIRER
BARTRIMAKRRZE AEMERT, oXRiE, B34
ROEE; MRKRAHENIFRERER, FiR=2518

EbE . ZERRA, B EMGT, £VERFRRN
YRATHACM, Rel. Rhl, RFRAIR BB 82 5 H
1.5min, 2.8 min, 6.8 min, LA, FEHRLEFELS,
2.9 min A FRAYFLIE, HNIZYFRA Rl H[E
DI F1, BBIEEEIMNE 1,
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Rhl Rel
F1 IS
Rhl
Rgl IS / ¢
_ I v
2.0 3.0 4.0 5.0 6.0 7.0 2.0 3.0 4.0 5.0 6.0 7.0 2.0 3.0 4.0 5.0 6.0 7.0
ABC

1 KRBT &R
A: AR B: MAREET  C: A ELBRAE
252 LMRREERE
SRME AEYRER, MNEENRTIRERESR, BEHRRTIIRENENEDER. R 2.2 £YHERAIE
FiE HTABEHRE, TERES ERNIRNIEBEmIRILE, DORESIETIRLEMS M EIALHIFR AL, SR
= 1R,

EMER R B37578 r SEE
Rgl  y=0.0003x-0.0068 0.9955 48.75 ng/mL~39000 ng/mL
Rhl  y=0.011x-0.294  0.9988  20.8 ng/mL ~2080 ng/mL

ilhay

253 FEEREMRERYE

HYRSELMER, MABRONBSIVERR, TH Rel. Rh . . B MREN QC RS, 1 22
ARSI BTMRER . SRR S A, EENE=H, #OEKEIRZERE, %
NF2, EREW, FEROENE. HARHETEHEER.

~ 2 meml ) MAFEZE RSD  HtE#EZE  RSD  [EIE  RSD
R A5 MIAE (ngml’) (Xj:s,iZS) (%) (Xisfl:3) (%)  (xts,n=5) (%)

97.5 93.44+£8.55  9.15  108.30+14.24  13.14 95.84+8.77 09.15

Rgl 487.5 455.32+21.22 4.66  484.43+£29.62  6.11 93.40+4.36 4.66

AESt 9750 9812.81+£579.93 5.91 10649.71+1089.55 10.23 100.64+5.95 591
52 52.40+4.95  9.45 61.17+£8.35 13.65 100.77+9.52 9.45

Rh1 520 534.22+421.34 399  527.83+23.49 445 102.73+4.11 3.99

2080 2241.82+149.22 6.66 2239.51+111.24 4.97 107.78+7.18 6.66

2.6 HEMMINES
R 25 mgke-1 FIBEBASEH Rel ARG, NEARRNERARAEY T Rel 5SERHF~VHNEE,
FREERMGBIREHHRENETRE, SENEHERERR, SEITRNBRARAY T Rel SEABHHH
HEOEER, R 3~5,
#4 Rel REAREFYERRIE hHGHEEER (x2s5,0-5)

Rgl Rhl
A 18] (h) RIS HRHBE | RIRHEHE HEHE
(ng) (%) (ng) (%)
0-3 138.14+88.07  2.08+1.28 1.29+0.60 0.024+0.012
3-6 56.72435.53 0.85+0.53 0.77+0.29 0.0150.006
6-12 57.01+21.83 0.86+0.33 0.50+0.32 0.009+0.006
12-24 125.67+42.70  1.90+0.67 0.97+0.83 0.018+0.015
24-36 71.29424.28 1.08+0.38 0.69+0.41 0.013+0.008
36-48 7.39+3.34 0.11£0.06 0.34+0.17 0.0060.003
Bt 456.23+173.54  6.88+2.56 4.56+1.15 0.085+0.018
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LCMSMS-077
B itig
AN AR EBSIUEIEE Y LC-30A F1=FMURAFFRIE LCMS-8040 BXFMNE X FRAETH Rl BH

KRB YRRETTE, ERNEFMRRBHEHEMRMVERE R, KR 25 mgke-1 FIEEE Rel 7, EREH TN
FRZ5 Rel ZHEAH4) Rhl, FrAMATE 48 h WS

(] BN ARARFRZFFHL

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