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RE: 2r—MUER4)LRARRMIMNT o AEEAT - AREANEBSIREE K R FERIE X (UHPLC-MS/
MS) FRFHEE 5 MEFREFRZELYILEFRMIAAMF o- LBEEAM - AKEANRE, HREEEAHRSEAIE
): FREBERIEEIE LC-30A RED BEEMEEIKE, =EMRAT RN LCMS-8050 #1TEE . FERAMNIRE

ENBENRHEKE, o AAEAM - ILEREARHEKRINEETVEZARXFR I 714 0.9961 #10.9968; RE
Zﬂ’z’|"_i._jﬁ’ﬁj\%lj7'] 20 nmol/L ~500 nmol/L #1 40 nmol/L ~1000 nmol/L,

KEiE: ABEA « AAEA - ANREA BEREGERBRILE

ABEAHMRATAZE, EMFPFRIA—F BH)EHTREMIAMNTIBERANRE, LHE
EAR, BFERMES. ZHENMRK. 8FLZMENE o« ILAEATE-IREANSE, FEYHILNEKE
BAERR, EANIABRREARIERZ— 3L BRRAKEXRER. KELUR, HREYILETI

BEATEEZEMN - LEEATB- AKRERF, &  HEFIERES, EEMWER, REBEXOICNTTE
BEREIRFNAEYEM. o AATARMBEERNYT DREEEZ— FNERXFFFRERN LC-MS/MS 75750
HEEBRONTKRE, DRE—HESSETENGTE  BURNBFKRBRREEREEREL)LES RSN
ZEMFBERAMSD . b- AREARAFRENTERLE  HHFEEAN o- LAEAH - AREANESE.

B, X#EFERZENS, WEHEAREHIRDE

BN BEEEENER.

W SRS

1.1 {488

ATIGF AR EESIURIEE Y LC-30A 5=EMNRF L LCMS-8050 BXFAR S, BEAELE/ LC-30ADX2
HIRE, DGU-20A, B S#, SIL-30AC BEh#EHEgE, CTO-30A #8458, CBM-20A R&iahIgE, LCMS-8050 =
EMIRAFEIE{Y, LabSolutions Ver. 5.65 &3 T {Eiuf,

1.2 &t . 0.3 mL/min
RIEEEFMT HEREAFR: 10 uL
@IEFE. C18 @iE4F 2.1 mm LL.D.x100 mm L, tHE: 40°C
1.7 pm HamEE: 20C
TENE: A, 7K +0.1% FER; B REBEEN, BAERGIREAR 5% i

B, ZF5+0.1% B [EFEFF ISR 1
F1 BEEBNERERF
Time(min) Module Command Value
0.80 Pumps Pump B Conc 5
1.20 Pumps Pump B Conc. 10
2.50 Pumps Pump B Conc. 17
2.60 Pumps Pump B Conc. 22
4.20 Pumps Pump B Conc. 24
4.30 Pumps Pump B Conc. 100
5.00 Pumps Pump B Conc. 100
5.10 Pumps Pump B Conc. 5

9.00 Controller Stop
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g &4 BEORE: 300C
BFAER: ESI(H) DL mE: 250C
BREEOBE: 45kV INPRBRE . 400°C
FHS: B 3.0 L/min RN ZRNEN (MRM)
ﬂﬂ?ﬂ’—:u ?E/—:\, 10 L/min ﬁi&ﬁ?ﬂﬂ: I ms
FI&=: ®S 10 L/min MRM S4§. Hi%k 2

miES. 5
1.3 TR SIHF

4 o- A B EARRIKEAIES (F5): VGINYWLAHK, 4F& 1200.4 Da, AE= 99%); 4 o- ABEBFN
RARCIFRIABRAROER (FF5): VGI'NYWL*AHK, F& 1214.4 Da, @F > 95%); 4 o- A BEBENRIFCHIR (F
Fl. KILDKVGI*'NYWL*AHKALCSEK, 4> 2443.9 Da, 4ifF = 95%); & B- A KB OIFRIKERITERER (5.
IDALNENK, 4F& 916.0 Da, @iF= 99%); &4 B- ILREARMIEIMCHFFIKEFRER (5. 'DAL*NENK, 4
T8 30.0 Da, #iE= 95%); 4 p- ILEKEARMEIRCHAR (F7): KIPAVFKI"'DAL*NEN KVLVLDTDYK, 9>F&
2761.2 Da, 4= 95%),

ZBEME Merck /A5]; 323 F7KE Milli-Q Plus 7KL R SE (Millipore, Ltd.) BXBFS5 Kb HIE; BB (48
& 99%, Wako, Japan); ESIRFIIIAMrA; WIERESE: E/1KTF 10000 BAEE BEREAR.

BER S SR M (500 mmol/L). FRENVBRERE$%3.95 ¢, FIKBMEEERZE 100 mL;

ZHRAPEESA R (500 mmol/L): FRERZHIANEES 0.771 g, BRERESHARBMBEERZE 10 mL;

WA ZBERA R (500 mmol/L). FREVBARZBiRZ 0.925 ¢, AHBRERARABEERE 10 mL;

SLFSE (100 mmol/L): FRERGEMIS 0.111 g, A/KBBEERZE 10 mL;

A (1%, VIV): BERZER 0.1 mL, AXKBEFESE 10mL;

FREAEEAR (500 pg/mL). FREURMHRE SR S mg, BZBRARAMEERE 10 mL,
1.4 RSB BRERIRE RABCH

4 o- A BEARFFRBARVEREERA R (500 pmol/L): IR o- ZLAEAFFIKEREIR 6.00 mg( EHHE 0.01
mg), FKBBHESE 10mL, BS. BRHNAREBIERET, BTKENLSRRE.

4 o- A BEA R RFFRIKEMERIAR (500 pmol/L): EFFRIA o- A AEARN RIS HIKRER 6.07 mg( £
HZE 0.01 mg), FKABIFERE 10mL, JBS, BEFIAREZIBREF, BT KERLERT.

& o- A B EA B R WARER A (500 pmol/L). EFFRERAF-FL o- ZL B E BRI R AFRER 12.22 mg(EFZE 0.01
mg), FKBBHESE 10mL, B, BRFHNBREBIEBRMET, BTKERNSFRE.

4 - ABRE A IRBRAVEEEIE R (500 pmol/L); AEFHFREN B- FLERE QIS IR EIR 4.58 mg( EFE 0.01
mg), FKBBHESE 10mL, RS, BAREBIERET, BETXKERNALRREF.

4 p- ARBEARMNERFRERESE TR ERREE p- AREARNERFRKERE K 4.65 mg( AHFHE 0.01
mg), F/KBBHERE 10mL, BS, BREFNNAREBIBRMES, BTKENLSFRE.

& B- ILERE AR E ARG AR (500 pmol/L). FREVAF B- ALERE ARIAIE NARE A 13.81 mg(HEFE 0.01
mg), F/KBBHESE 10mL, B, BRFHNBREBIEBRMES, BTKERNSFRE.

FFRIKBARE P ERSA K (2 pmol/L 1 4 pmol/L): S FLERIBEIF o- A AEBRFRAKBRARERE SR 40 uL
M4 B- AREERFFIREFEMBER 80 uL, F 1omL FERF, MKHBEEZE, B

B RFRICHFRIKER PEDR 878K (2 nmol/L #14 umol/L): 2 BEMEY o- I AE AR RIRICHRRIKRIR
ARSI 40 L T4 B- ABKEARNERSRIKBAREMS SR 80 uL, F 10 mL FEMF, IKFREZIE, RS,
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B R AR ENREAMR (2 pmol/L #14 ymol/L): 7 ALEFEEF o- A AEBEMIREAIRER K 40 pL F4 p-
ABREARMERNIREER 80 uL, F 10mL BEMF, IKBREZE, BY,

FRAERI TIEAR: 2 3RBGFFIREARESBIESA®& 100 25, 50, 100, 150, 200, 250 pL, BMNMRES
PN 50 pL BRI EARICHE SRR T ELR SAH, F0.1% PR/KSHRERZE 1.0 mL, B o AEEESSIKEIRE
4320, 50, 100, 200, 300, 400. 500 nmol/L 1 B- FLEKE B4FFIKERIRE A 40, 100, 200, 400, 600, 800. 1000
nmol/L FHIFRERII TIES K. ImARIEH,

1.5 #EmblE

FREVEAIRAELY 2 ¢ SURIRIHAFLY 10 g( F5HAE 0.01 g, IREAERZ 200 mg Z£4 (F 500 mL BE#RH, 5K
900 mL KKIRTEF AR, #5E 1000 mL FEMRF, FRAKEREZE, RS, &,

AR 200 pL AR R, F2 mL BOEHR, IIA 50 pL BRIEARPENR SR &, 25, A 150 pL 5RER
SR 10 uL ZRAREEEAR, RS, BT 75 CTERRR 30 min; WHEER, 1A 30 uL R ZERIAR,
BEALEHE 30 min; AN 10 pL SRR 50 uL FREARAR, BE, BT 37CTHEREME 5 /AL, A
10 uL BAEZ, JRS), =@ Ne#& 15 min, AN 490 uL 7K, J8S, F 0.22 pm JRREIR, HgtEe B pug (e,

&2 MRMILILSE

B mETR BTN (m/2) B F (i) REEREE(V)
[M-+2H] %
-FLBEEH 6002 284.1% 33
R ' 355.2 226
o-FLAZEAR £08.0 284.1% 34
R FARER ' 355.0 28
B-FLEREA 458.7 261.2% 24
1S AkER ' 504.1 -18
B-FLEREAR 4657 261.0% 24
RIS SRR ' 504.1 17
*AEBBTY

|
2.1 tEmE R
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J&:Bovine alpha lac umin :-234 0 CE: -34.0
1.00
Liips a-ABEEARGGERFR
SR
608.0-284.1
0.5
0.25]
0.00
{10,000
1.00FBovine alpha lac @l bamin 15 607, 90-366.00(*] CE: -26.0
0.75] a-ABEEARGGERE
608.0>355.0
0.5
0.25]
0.00
(x10,000)
9 ] Bovine alphaTac umin B840+ CE: 35.0
2.0 a-AEEAFHE
i 600.8>284.1
1.
0.5
: T 20(+) CE: -Z6.0
: o-AEEAFE
600.8>355.2
1.0 2I,EJ 3:0 4.|0 5:0 6:0 T.I(] 810 9:0 1(.';.0 11|.0 min
Bl o-Fl BEARFRBRMEA RS RIAREM(100 nmol/L)MRM & ]
(x100,000)
1_5‘2:E\ovme beta lactoglobulin 15 #65.707261.00(+) CE: -24.0
h—;}ﬁ = B-AHEARGEERR
1.04 = 465.7>261.0
0.5
0.0
(x100,000)
1 5—2:E| ovine beta lactoglobulin 15 465.7U=504.10(+) CE: 7.0
1.09 B-AEEARERR
465.7>504.1
0.5
0.0
(x100,000)
:Bovine beta lactoglobulin 458.70>261.20(#) CE: 24.0
1.5
B-ALEREAORR
1.0q 458.7>261.2
0.5
(x100,000)
G:Bovine beta lactoglobulin 458.70>504.20(+) CE: 18.0
45 B-AREEIS D
458.7>504.2
1.0+
0.5
0.0 T T g T T T T T T ) — g
1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 min

2 100 nmol/L B-FLERE A4S FAAFIRM Z 45 F AR A (100 nmol/L)MRM & 3]
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2.2 MXHR
BEHE o- A EEAESALER 20, 50, 100, 200, 300. 400. 500 nmol/L 0 p- FLERE @4FFAKER 40, 100,
200, 400, 600, 800. 1000 nmol/L RENREMIFARK, 1% 1.2 FRDITEFMEHITNE, AIRERIERAERLZ, %
MR, LMAR. EXREMEIEEE IR 3.
=3 HUER
=35 B35 r LT

oA EATEARSKE  y=0.254051x-0.0568241  0.9961 20 ~500 nmol/L
BIABREEIFFIKER  y=10.6884x+3.73716  0.9968 40 ~1000 nmol/L

2.3 KRRt mIELER

IHBURFE, % 15 MZBATEARE, @ AZaR A TGRS ¥R,

SKERiEMIR 1.5 WP BRAE, BAERNEREINBREE - SR, RECHINSEFHSSE, N
BHEENEER, RIEFEMZEIIREART Y o LERAN - AREARFARRINRE, FINERERDTF
PR, ERIE 40

4 KRR o-FL B E ORI FLRE AR ARG ZER

ke AABARSHERE RSP pmmpmesspmre  RSDOY
(nmol/L) n=2 (nmol/L) n=2
Sample 1 199.47 1 33% 393.39 314%
Sample 2 214.99 4.10% 140.05 2 82%
Sample 3 139.81 7 49% 203.74 0.27%
Sample 4 212.78 1.07% 267.097 1.04%
Sample 5 176.99 2.00% 208.42 3.43%

H g
AR E A B REBE SRR IEY LC-30A M=FMRAFFIEL LCMS-8050 BXFNEZR 1)) LE T R AFILLH
to- ZLATEM - AREERIENREERETETE, BTNEFHRRBPLME. BRE. REETHESANEE
Ko BXDHAGNT 5 ANEE)LEEHT RAFAM LIRS o- L AREFFFIKER - AR BARFIRBRIRE.

[ BN ARARFRZFFHL

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



