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KRR & HESHEHEZER (SPE) HmaT
RERRER TR P E S AR
% ZREEBLREN-RERE (B1).
BARRENEMIWYMANE SR MR
AHBRAEY . REEE =8 NREFRE
% (LC/MS/MS) EEERFRLEESH
SMPHRES . BIERERA Agilent
Pursuit AEEE (PFP) BiEHNE RS
0.2% REKRRARREE, HRP
EEMEY MRM BFXI#TEN, HmA
TEMITIR TR KRR E 2 2R
ERESEIM,

)

REEESE

RAERIERSH Agilent 1290 Infinity 48
BEZTR. BEEEANFLERERUR
HREARN . MREERNRECERSEASE
AERRRER, W aEE BT H RIS
ENERHHERNEIEMTER.
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ZEML MS/MS R4 H R A RECBGR
FARH Agilent 6460 =B MARAF LA
Agilent MassHunter {4 B0.07.00 85,

T"'s OH
0
HN
HO
ELIRE (MN)

THS OH [|:H3
0 0

\CH HO 2 HO ’
ETEELIRENVN) 3 BEER (3-MT)

B EELRREN - RaRkRNEH

REEERY
25 &
ikt Agilent Pursuit PFP &, 2 x 150 mm, 3 pm (&34S A3051150X020)
RipkE Agilent Pursuit PFP MetaGuard &, 200A x 2 mm, 3 pm (3/8,
B2 A3051MG2)
e A) 0.2% FEKER
B) 0.2% FERKIFREEA R
iR 40 °C
B ERRE 4°C
HHE 20 uL
HEESER 1111 PEEZEBHEK + 01 % BB Chik#dEn 20 s)
b 0.3 mL/min
B R (min)  %B  E (mL/min)
0 2 03
05 203
15 60 0.3
4.0 60 03
4.01 95 03
6.0 95 03
6.1 95 05
75 95 05
76 2 03
105 2 03
MS &
SH &
BB LIRS ESI+
FRESRE 350 °C
FES (8K) mE 5 L/min
EUBESKE (8R) Eh 40 psi
R (8R) BE 400 °C
HERE 11 L/min
ERERE 3000 V
TR B R 0V
Q1/03 = 0.7 MRE R
TR ja] 40 ms
Delta EMV 200V
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RAEYME Cerilliant (Round Rock, TX). &I
HREMESLEE (Tewksbury, MA) MR
Medical Isotopes 22 7] (Pelham, NH), DC
Mass Spect Gold % MSG3000 M8
Golden West Biologicals (Temecula, CA),
MM YtEE 0010 #0020 MB
ChromSystems, Burdick & Jackson LC/MS
FZEEEANKFIME VWR #1 Sigma-Aldrich,

% 575 mg NH,H,PO, BT 500 mL 7k,
FEH 30% HI NH,0H 5E pH B4 6.5,

%175 pH 6.5 & 10 mM NH,H,PO, i,

HamprLE

BEEEHATYMERE DC Mass Spect
Gold M PHIBIREREY. BiITFIA DC
Mass Spect Gold M¥EH{TEEHBRERRKE
HARREREKE . SPERENT:

1. HSFLE: 805 mL MEFMN
50 L MAREE A0 0.5 mL 10 mM
NH4H2P04 %;EF;&- (PH 6-5)

2. RXFE 1 mL BEEEF 1 mL10 mM
NH,H,PO, Z&i% (pH 6.5) iELEIHEZE
Bt (Agilent SimpliQ WCX, 30 mg,
1 mL, #4S 5982-3513)

3. MAETAMERIH S

4. HROXE 1 mLH0. 1 mL BEF 1 mL
02 % RERMZIERTE R, AEESR
EZTHT 5 24

5. F 250 pL 2% BHERRI Z BE AR AR,

SRIGTE b BT RHEZT T 60 7
6. RBERSATT40°CET

7. F 100 pL 0.2% BEKARKER. B
REBZEIHESRERAD, Hit
Z LC/MS/MS &%

% 1. MRM EFxt

BEF FBEF BHBE CE  CAV
A=t (m/2) (m/z) (V) V) (V)
KR:ET 151.1 91.1 135 20 3
3-FRAER 151.1 119 135 12 3
3-FEER-D4 155.1 95.1 135 2% 3
ERTELRE 166.1 106.1 105 20 3
ERTELRER 166.1 121.0 105 20 3
EHRTE LIRE-D3 169.1 109.1 105 20 3
TELRE 180.1 165.1 120 16 5
TELRE 180.1 148.1 120 16 5
TEEREER-D3 183.1 168.1 120 16 5
* = EBBETX
iR ZR5WR

FIF Agilent MassHunter & #IE 94740
4 (B0.07.00) H{THIEA . TERAEML
BN EIARRA 1/x EAMETF, &
MassHunter E2¥HH, A &EIEER
SEMRENRMIETRZEH#HITESR.
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BENE (H2) . TRLRRES 3-RER
BZEMNIBLAXR, BARELENS
FEMRMER, #E, RERRRBIZAE
HTIE, B ERESEREE LREZE
MABEARMNEEERSER, MRA
RIEGEMERTELNE, ZEULSWR
HETH, SBTABNEEER. B3R
TTREUSNRBHIBER.
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HFR SPE FEUREMERMEEKE, x10°
IRREHEAHT=ERHA. BHC, '
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ZLEREYHES 9 MRRREH L= 1 1. EFELRE

MEMREMIE. BERAMRE 02% B LI s
BOKRET, FEEAN. FIEEBER s szEm
WEELR, AT (ERE) . o 207 SRR
B C RS MERMEENERGE o
R(EWE) . ERREARLEGITES O

KT o

0.1

BFAI% = B/A x 100 A k' .55 BB 0
02 04 06 08 10 12 14 16 18 20 22 24 26 28 3.0 32 34 36 38

FEHRHE (min)
B 3. )LEEEE. T LIRREM -AERENEILE

E#Z% = C/B x 100

A = SRR
% 2. SPE FRIEME M ANE| W 2=
B = ZEURMARAI MR (ZEEUR)

EFRHN% (n=9) EE% (n = 9)
C = IMR/EZERAIIE (ZEEVAY) = F{E SD Fi9E
3- A 78.3 7.2 99.1 16.9
HEMB T 36% - 78% 28, MEKERY  xPTELERs 36.0 137 87.7 27.0
F88%-104% 28 (R2), Ak, BRE TELRE 73.0 9.0 104.4 173

LIRS TERMY, Lmﬁ o RERA
BEABTTEZNEKRE, MK 3 X4

R 3. MRS

RE RE BETEE% HA CV% HIiE CV%
Fim. a = (pg/mL) (nmol/L) (n=3) (n=3) (n=5)
3-RAERE 0.9997  15.63 0.09 115.4 24 1.9
78.13 0.47 97.6 18 1.6
1250 75 1004 1.1 18
10000 59.8 100.0 0.4 1.0
EZRTELRER 0.9996  15.63 0.09 1173 2.7 49
78.13 043 100.0 24 25
1250 6.8 97.1 25 18
10000 54.6 1004 0.4 08
TE LR 0.9998  15.63 0.08 116.6 17 1.9
78.13 0.40 965 25 2.2
1250 6.3 100.2 1.1 0.9
10000 50.7 100.3 0.6 0.6




AATFEE=RUR—FH = RERE R
#, WAHTHEMERNEEESERE.
ZHAMYYBETEZNANERE, F
BEUEENRERENHENENER
ZHHNTF 5% (R 3). EE=XREWN
ChromSystems B H, EIANTR
ZHIINF 6% (R 4) ., LHEEREN
15.63 - 10000 pg/mL MIMEEEAERH
BRZYE, R EHAT 0.9996 (B 4),

&g

ARRFFEET—HEAFLRIEE L
% XRTBLREN -REARKEESN
WHRERE. BEERENERTRME
B 3% 2 E8 = Fh 3 44 B AT S M R A ]
K%, HRPEFEETE LC/MS/MS &
HRANSTYMEEIBHE, ARFE
KR AR AT EZAE

% 4. FA LC/MS/MS 52I# ChromSystems I1HB LR

RE1(n=3) RE2(n=3)

MEE (pg/mL) cV % WEHE (pg/mL)
3-REERR - - 1768.9 08
FRTE R 95.9 5.1 7369.9 3.0
TE RS 85.0 2.2 1620.8 3.2
x10'
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