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BERIAFTILNEE 5.5% KEFEREERK, 2012 FREEMRHYFEHEMAMLEE
56 ZET[1]. BRABELZEHTHREERFREROERS. NFERIRAE
MEREEFERN BN, SRATEYMEYRRMTEER, THRMRART NI
BEORE, BERMEFIMEEMHEHETE, DA SRENMIETHTRELEFRESE
BHE (cGMP) UMBRERRNRLE5WE., BERRMAFHEUZE AMNKEEK,
HEBATIKERNAE, £EF-TRESNHS. ZEEMBNER, EZEFRTFR
Z5Hy (2,3, EHiEIEERST (ED) AMEFME T XL M, F&TRM PDE-5 MHIFIZE
¥ (GIFsEAE (FXA) . fkhEE (FAL) . EHBIE (Xhik) REYEAS
HRIITEY) #HTIER (4]

BUXLEFRHBRAMYEREE, FUNEAEINNEEESESR, BERENE
BPEEZHERUETR. BOUETE, HEEEERYL, XLEHES D HRFF
EEVMXEBME, MEEMREFTRSFL—ENERYAEERFHE,. 5W5. A
. RE. LHEESENNRENS. Bt ENERRENFBEYE, FEHT
BHELEMERIE. KCEMREER LC/MS/MS {LZE5F PDE-5 MIFIFIF{LE
BEMHTRESNE, ED AN RSHERILEIEN TEREBNEEY.
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ME5RE £, BB 10mg BRTHE, FEMAHRENRIERER. B
FEANZ AN LO/MS A, B MiliQ EsEauErvke  Ton SHRAIEANHS, AAANRREATE. R
ﬁ'ﬂl)ﬁo %gﬂ‘t%—f ﬁﬁ@ @@*HZ@ﬂJﬁ*ﬁi&iﬁﬁUo ﬁ}ﬁﬁw‘]ﬁ #EFI%EIJ)\ Robot Coupe ﬁ:‘ﬁ':ﬂﬂl’f)ll*]iﬁ’ﬂ, ﬁﬁﬁﬁﬁ:ﬁﬁﬂﬁﬁ
VWR International LLC fIF&IBEBEFAR, NERASHERE tE. SRIHOLFEIHIELR 1.

F 1. S EEESEHE

B il LogP* pKa*
BEHY 0.81 1.8
HO
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HO™
OH
"OH
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[z EE L o] 1.65 5.97
fhixhidE 1.64 15.21
K ApE 1.33 6.21
A 210 7.65
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RA4GIHTEMEEYMRE MS/MS S,

RAEEERYE
Bk Agilent Poroshell 120 EC-C18, 2.1 x 100 mm, 2.7 ym
(%B145 695775-902) , Agilent Poroshell 120 EC-C18,
21 x5mm, 2.7 pm RIPEE (R4S 821725-911)
FEBCR - A, H,0+0.1% B
B, FE +0.1% R
HEE: 10 pL
IR 0.4 mL/min
BEER: 0 Z 0.5min 4 10% B, 0.5Z 9.0 min H 10% B #&ME
80% B
e Agilent 1290 Infinity FAREIERZH Agilent 6410 ZE M
HRAF B
i &4
SEEE: 300 °C
SIERE: 8 L/min
EUREEN: 35 psi
ERERIE: 3500 V
x10% A
- /\
.]5
U J
%103 B
=
0
x108 c
4 o
[) i
%103 D
1 4
= K
0 d
%103 E
2 o
E 11
U i
%103 F
4 4
= 2
[) i

44 45 48 5 52 54 56 58 6 62 64 66 68 7 72 74 76 78 8 82 84 86 88 9
SRERTE (min)
1.50 ng/g A) BFE. B) KMk, C) EMAIE. D) BFEEH. E) fukside, MR F) EAIE-d8 (MiR) HEEBFIH
MRM it &



HRaE (H#E QuEChERS) #SA4E (Bond Elut Plexa PC # Captiva)

F—MERIESERAERTOMALDENHEN Agilent F_FEREIRIEFERA Agilent Bond Elut Plexa PCX, 1mL,
Bond Elut QUEChERS %8 SPE (E}45 5982-4956) FnHuik’x  60mg (ER$S 12108601) #1 Captiva ND 3 mL (E34S A5300063)

(Ep42 5982-4482) (B 2) , (B 3),
RE SERERERNSL
FRER 1 £ 0.01 g #R, N 50 mL B % 8 mL LETBESE 150 mg GCB.

| g 150 mg C18 1 900 mg MgSO0, & dSPE &k

EERMA QC MR AR |
| RIERA 1 min 5, KL 4000 rpm RIS 3 min
fN 10 mL 80% MeOH |
| #2mL EEREBE—MESKES, ARERT
{65 SPEX ShaQer #R¥E 1 min F:# 30 min |

| {1 mL H,0:MeOH (70:30) £,
SRFEEE 0.45 um PTFE JEREHTIENE
% 4000 rpm &> 5 min o & i ' =

{ER LC/MS/MS BT
2. QuEChERS #maTahE TER7E
HRfLE SPE £ — Plexa PCX
BN 10 mL 80% RS = £f1. 05mLMeOH £f$2: 0.5mLH,0

I 50 mL EHER 1 £ 0.01 g HS |

| Ff&. 0.5 mL 2% H5P0,
#87 30 min, $A/R7E 4000 rpm TEL 5 min |

| FRE 1 mLBEERS
% 0.5 mL LB HEBZE Captiva ND /M, |
SRIEFIA 1.5 mL 2% H,P0, H{THE
| k. 0.5 mL 5% ZEAR

BEBHERRES, HERETHESTREIKER = #EMt 1. 0.5 mL ACN:MeOH (1:1)
PR 2: 2x 0.5 mL 5% NH,0H #5 ACN/MeOH (1:1) &

Wrsethti, AESMT. SAE7E 0.25 mL H,0:MeOH (70:30) #& A,
BETBHEERIEIT LC/MS/MS 247

3. Agilent Bond Elut Plexa PCX YR SBIAME TIEFTE



ZRFE

HTHUZRAEEE R, BHENERSNETENAA "I

B, BRESWEELSMSAE QUEChERS BBIREAMEAE,

EBEEEMAERER L2 RENERIRESE, SoH5H
BaMERE, BEERSRE. SERENRRRIE, EHX
EXUBEAORAR, A THXEERBTELAST, KIEE
BEFESH1T45 SR Bond Elut Plexa PCX, L EMAIE,

HEREBIUM SRS ED AFIKHENT. BEEESWE
KIF R E RS TR RSN A EA .

EBEER QUEChERS XK RINFRRHE M PRI A% Bt T
o, MRS ZFEEFSIEEER S TIEFTHH btk
HMZE|FBk, QUEChERS MZ A, REFERU T REEMA
— 547 PDE-5 MFIFIRHEmET IR A%, ARRFR 80% Bl
ZEEUYIRT QUEChERS IRINELsE, AiRinEh, LR, BRBWUR

2 (GCB) MNER FH TR Z5#7% B Bond Elut QUECHERS
AHERENAFE, METEREEUREMTFRUEY.,
QuEChERS A B M R IR SE SR H B MR E N E ]
¥, W% 2 FroR. ATER QUEChERS A& HE SHE S MRS
B, BFEERUERNABILEY. R ER XK
BEIR

Z34£1k. Bond Elut Plexa PCX ATAF 447 QUEChERS RiEE
SHNER, HEFRERSTIN pka, BIRSWHEHERL
BREHRMBEFELEY. NMeEES SPE ENEERAZERE
MAEEIER. BRASENMZHTER, EEEITHERTFL,
NI EENHEEBNENN. BEEFTHREAEEENIE
5. EmEEEEBENRS. WRIE, BREFEEN H
AN ERATERDEZER, BEtREBERS MR
20 ppb i ERMIRBMANEREEEERS, WA 4R,

% 2. €/ QUEChERS FixNEHEIASHATYHEIKE, EMMEMLEHE (n=23)

20 ppb 50 ppb

100 ppb

S B E % % RSD Bl % % RSD Bl % %RSD  R?
FHAPE 84.1 4.4 91.4 7.4 103.6 37 0.9998
AR E 58.5 15.6 80.5 16.6 95.9 1.1 0.9996
ftikfidE 80.2 104 855 106 1035 45 0.9982
EEEH 103.5 5.5 111.8 8.9 1215 6.4 0.9971
BER 99.1 55 105.8 6.0 115.2 34 0.9995
% 3. {#H Plexa PCX WEE Z ED A REFIBEIM R, FHMHEMLNE (n=3)

20 ppb 50 ppb 100 ppb
b Xiik] B % % RSD EE % % RSD EE % % RSD  R?
FHAPE 87.1 1.0 85.9 2.8 84.1 14 0.9999
AR E 83.8 6.4 83.3 6.1 84.0 47 0.9999
ftrikHrdE 76.0 6.0 80.1 5.6 87.4 36 0.9974
EXEY 43.6 7.8 51.7 20.1 110.8 28.1 0.9994
BER 84.6 18 81.7 3.0 82.7 2.1 0.9967
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Bl 4. K&k ED #NEFIZH (A) 54 R Agilent Bond Elut Plexa PCX L5 IN4R 20 ppb BIFES (B) B MRM BB FiiaiLE

ik

RARMERALEREAR, B LC/MS/MS ST EhiETh sEER
BERNAN RS ZME A, KM, MikhdE, EFE
FHNETE. SEERNEFMEEEXES, BAENTHE
BE-HARSHES. FUE-RESIHFNEAEE, 8%
REZEN QUEChERS HTIEERAEF A, BETRER D ELH
f. BRTEERNNEE FERTHERESTY . ETFENE
SPE KIm ittt I ARLES M mIRME M RNERY,
MTES TR LAR IR E 2 SIARER R, BAFTIER S
IR RGN PDE-5 AWATEMENBUEY, BXH
R THIEIFOLER, TRERERIREZEHTELRN
BREXKSHTTIR, ERAEERLRETEATERER
EMHMER, FEARERENAMTNHTES, AXRHES
KR miE R A 1 RE
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6. €M 1 Z 1000 ppb i ABIE. FMAIE. MiAHdE, EFEETNEFFEERNLE S
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F 4. 2 MS SEINR B

S MRM 1, HiEEEE (V) MRM 2, HifEEEE (V) RAREE (V) Tg (min)
BTR 354.9 > 143.9 (25) 354.9 > 211.9 (20) 175 5.138
K AIE 489.0 > 151.0 (30) 489.0 > 311.8 (40) 135 6.610
FARE 475.0 > 57.7 (50) 475.0 > 100.0 (30) 135 7.317
Pt ARIE-d8 483.4 > 108.0 (30) - 135 7.324
EXEH 676.9 > 368.6 (20) 676.9 > 530.6 (10) 125 8.082
LB E |3 390.0 > 268.0 (5) 390.0 > 135.0 (10) 135 8.154
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