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BE: AXEBIELATHNE - REREEIE - $TE/RIE % (SEC-RPLC-QTOFMS) B F 151 F k71K
W EIB RPN RS YR RENLETE, — 4% Shimpack Diol-150 (7.9 mm I. D. X 250 mm L., 5 pm) i
Ty BEEE 20 uL HLL 254 nm RRMBKE, BT AAIRMMEBAYREN SEC DBEEME; HE SECH
BRIERAYREET RO ARUES Z 4 RPLC PRI —$F 558, KA Q-TOF NieNE, R&EH
BB RA— &N RRIBEEENEHTENET, T— ARG TLARRSRAYES BRI, B 4%
RPLC-QTOFMS #MH 9 ML, ErhE 4 N RFAIF Z8BY, 74 SEC-RPLC-QTOFMS BARFI LUK E

e
. SSL-CA19-167

BYETEEMASEARESOMRIEEEBNEGRERK, ARIERESYRGHMARAR T MR,
KPRIE: KIARED REWFM ELAEREE - RIBREGE - YT ERE

B- ABRREMEZRBIETRARER. FBEM
MEBEE, BElaREERESHERER, F5
Bk EI 38 (Cefoperazone Sodium) #F B 1B

(Sulbactam Sodium) B—ME&FHIF, BHE=
R BRRETE R L AIREA HIER 2 SR EIF &
HED B- NERZES NG EF BB WA ST B- NEL
REMERSIANRELESHRNS AP EENS
NTFREMFRER, HARNEMREYE B- WELRR
EIMERERITHINE R,

REYERONNERE: S8/, £8% B
SEMFARELHANBREIERZE(. (PEZHR)
2015 FEhRF A Sephadex G10 BB ¥ERKAEXT B- W

\/N%O

BREMERFES L TFREMHTINE, ZBEFHF
WK, BEMRROBHEME, BRTFH™E, RS9
FHPEERIN, B BKEER.

AR EA Shimpack Diol-150 BIEHFE T
SR AIKER I EF BB E D FREWMHR T
HPR & IEE, A ZERBRTIRAHTE 25 BRI
R, SRARRENRED FREDFHITT —RK. Z&
Faig . XTIEEFHITONIAG, ML ESHRKE
IKEAEAET BB 9 MR, HP 4 MAFARER
B, ZEHEE/N, DBEMEES, DETERE,
TREMR, RYMES, EFALAIKERTHE BB
MR EIEHIRME T EEMKIE.
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WEEE 5
1114288

572 T4 SEC-RPLC-QTOFMS %4, WIE 2 Firme AAEE I LC-20ADX4 (3&R) , SIL-20AC (B
Ehi#iESS) , CTO-20AC (HB%5) , CBM-20A (R#IEHISS) , DGU-20A; (TEL&BESAH) , SPD-20A (&
SMETES, —4EHQTIES) , SPD-M30A( ZiREMEFIKNEE, “4MIS), FCV-32AHX2 CREQERFIE) ,
FEE2H TR 500 plo LCMS 9030 (LCMS-QTOF, MiR#T - ¥1TAY[EIFRIEIY) #0 LabSolution Ver.5.96 (&g
TEEE) o

Mixer

(O _ SIL-20AC
[A] s 25
LC-2000 X 1D Column
B %0
SPD-20A

e FCV-324H
& -
BRI D
02N e LCMS-9030

3, .6
5 FCV-32AH

] 20 Column  SPD-M30A

LC208D
2 4 SEC-RPLC-QTOFMS ZREERS R E

1.2 D&t

1"D BB BIEEH: Shimpack Diol-150 (7.9 mm 1.D.X250 L. mm, 5 um); Foh#8: BEiBR 4B 4 AR
[5 mmol/L BERE —5h -5 mmol/L B _ S5 -61:39 ({FFRLL )]- 288 (95:5)e FEMAE, 0.8 mL/min, X
E8a: 60 min, MK K: 254 nm; #8: 30°C; #H#FE: 20 plo

2"D RAEEIES M Shimpack VP ODS fiZ#t (4.6 mm 1.D.X 250 L.mm, 5 um) , ¥&MK: 254 nm,
38 30°C, FE: 1.0 mL/min, EEIFEFR 500 ul, FREHHEA: 0.1% BEIK; FEhHE B: 0.1% BEZ
f5. BEEM%RT: 0-10 min (5% B) = 10-20 min (5%-20% B) — 20-30 min(20%-50% B) = 40-50 min(100%
B) = 51-60 min(5% B), BN, E&RE: BiLiE =8:2, HAIEMELAN 0.2 mL/min, ARTINERIE
IHAYIE) A9 12 min,

FiigsH: BFIR: ESI (+) , BOBKE: 4.5 kv, HEEE: —4%&RKRi%: m/z 100 ~3000; BaZ4:
m/z 100 ~3000; E%=: &53.0L/min, FI&5: &5 10 L/min, MHAS: K10 L/min, WES: 85,
BRAFIERE: 100°C, MHAEBUEE: 100°C, FHIRE: 100°C, #WMSSEBE: 2.5 kv, RAEHE: B
BRUBE, IMPEREREH. WNEFTIERTE 12-50 min.

1.3 AKRAIECH

FEZBAREGE 51 Sk BIRER A AT BB SR E 21 0.2 g B 5 mL 2, K FBHBREZE, £49, 18,

ERMISmER (InAFRE ).
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BER519E
2.1 —#HEIEE
R 13 HIEMIAEER, & “1.2” IFH <LC 1°D> BIE&RM#HITH, <LC 1°D> BIEENE 3 i,
1 (RT. =8.66 min) AN FREM#ME; 2 (RT.=10.60 min) AXMAIRFAEIE, KLEHAANRA
REWHRR, ESECEBERE L, HHIEMEEEIEZ A FIE 1518 —/\E, RETFZE BT, AXAHITIE.

mV
FECMEEA Ch2 254nm ~
400-
300-|
200
100
0
T T e L A o T L N S T e e e e e T I
25 5.0 7.5 10.0 125 15.0 min

Bl 3 k7aUREF <LC 1°D> BiEE (1: BRAY (polymer); 2: kIKER (Cefoperazone) )

2.2 KHEUKER IR LI TE

£ SEC-RPLC-QTOFMS R4 EE FENRAR A TS E T IS —H M EAHIERE, BFES 4R
B EEERGYHRG. £ SEC-RPLC-QTOFMS R4iH, R KAIKEIEIETIREEEN K E_ SR A D,
R YIEET A 10.5-11.1 min, (B ET <2"D LC> 9#fr, SEIkIREAEIEM —4REEIEE, TICRS
FReiEENZ RS ENE 4 FinR. A FURER I 1E7F — 409 1A (8) /9 28.76 min, TIC B _E7RE] IWEBE AR,
X Sk ARIRER E 1E#H 1T —RBIE DTS RM T KBIKET D FIU CpsHeNsNaOsS,, HEHTELR N 645.1424, —
FZRIEEF m/z 646.1506 /3 [M + H] ¥, m/z668.1321 /3 [M + Na] ", m/z 530.1347 J9k7BIRER7EE T
BROBEENER, UEBFSRETEEREIERZIGRENTE 2 ppm Wo KMAIKER _KLIEHESETER m/z
530.1339. 388.0636. 360.0639. 318.1089. 290.1127. 186.0867 1 143.0804, #EME rJEERI N A2
DVE 56

mAU
750454nm,4nm

500—: 3L R IR B

0 ] N
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10000000{T-TIC(H
7500000
5000000 SLfEURE
2500000
0:
—— T
10.0 15.0 20.0 25.0 30.0 35.0 40.0 450 50.0 550 min
Inten. (x100. 000}
4.0 530. 1347
3 £46.[1506
3.0
2.0
] 65, 1321
O g s
649 ) L 9], 2078
o 0 -t
330 400 450 500 350 500 650 700 730 500 830 'z
Inten. (x1,000)
o] TEafopos
& 290.[1127
2 186. 0867
098 360. 0633 5301339
318. 1089 38R, 0636
0. S S e e
200 250 300 350 400 430 500 'z

4 FAIREAELE <LC 2"'D> RIRBIEE. TIC Bk MS' 1 MS* FRiEE

H -
O OH  (Noy N(\ NH
\ o
HO o O N%/\S)*N\ 5
NHE Rg m/z 143.0815
HN H H H
(\N/&O
\/NT(& -CHNO
©  AIIREREIE -
° m/z 646.1497 NH;
N/go
-CH NS \/N%O
(o]
H* S
10% m/z 186.0873
0.0 ,C\*?\l 0w O 0w .0
H 0 H 0
o o vaj> HO o © Nj/j> 0 o IE"E/T>
H — -co
NHY s NHY s NHY s
HN"H HH -CeH19N20, HN'H H H > k] H H
(\N/go *k\o
\/NT(&O m/z 5301340 m/z 388.0603 m/z 360.0654
o
¢-C8H8Nzo;,s
HO
HO o
I, X
HN H -Co HN
—
(N So (N"So
~N o SN o
o o)
m/z 318.1090 m/z 290.1141

5 SKYRNKER E 1§ AT RERI R AR AL 2

LCMS-QTOF-017
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23 REMFRENETE

7£ SEC-RPLC-QTOFMS R4iH, FLIAIKERR SWIETIIREIE B FHE ZHE D, ZRYIEEIER 8.5-
9.1 min, BN <2"D LC> Hifr, BIRAYIEN —4RIEEIEENE 6 Frix. SZABFIEL, BAYIEHE
THZINEERTOBELRSMASD, RIBREYIERESY. RigKRNEE LT I MIREKRE. 814 MRS
HIEBTEIEFEIEZ AT, G5 MREMNTEHIENETEEIEZ E.

REYIE -1 B9 MS' 9 m/z 234.0434, MS* EEHEF A m/z 217.1043. 146.0537. 124.0744 %, RETHNR
FERIZhmETEI8E, BEAYIE -2 B9 MS' 3 m/z 377.1457, MS® TEEE A m/z 164.0705. 143.0805. 115.0486
%, WNHEWATRER LAIRER B- REURREBM N ERNEIFY. BREYIE -3 B9 MS' Jy m/z 548.1453, MS* £
ZHEF 9 m/z 406.0703. 319.0749. 143.0802 &, HLEMTIEER LAREIAREER KBS, REVE -4 BB
MS' 9 m/z 761.2280, MS* £ E 8 K A m/z 575.1555. 532.1819. 390.1110. 186.0867 #1 143.0802 &, m/z
186.0867 #1 143.0802 — & /NI A RUSFERES, m/z 532.1819 #01 390.1110 Ju3kFaIRER NS R4S IERE A RIS
ERIE, HEHREYIE -4 HLBIRANEXYER, BEEEERABSHETTENSEN, BEYIE -5H MS' K
m/z 664.1614, MS* EEREHA A m/z 548.1452. 406.0703. 143.0804 %, HLEMEIAER LHIRER B- RELRREK
R, A ERNREIIIEREMER.

175?95%nm,4nm
1501
125
100 1 SilE " #EERE
75
50]
25
0
00 50 100 15

mAU
254nm,4nm
150+
i by
100 =R
50
0; ‘ T T T ‘
0.0 5.0 10.0

6 LAIKEAR &YIE <LC 2"'D> RARGILE K = AA R Z 4 6 IEE

REAYMECSRAYME-THNRERNE 7, ME K MS 398 m/z 11752797, MS* TEEH I m/z
1059.2567. 345.0546. 530.1317 %, #HMELMELARBMLARERNEASFR ZBMHK, 2 FRXR
CusHsoN1,0146S;, SIBIEZELLAETHRERN 1.02 ppme AR ZRMIRNITIE, AJgE2LABIRE 7 MM5EEHaE
HIAEER B- AR (8a) , tAJRERABSH 7 MMISEEEREHBCELBIRERN B- WELEE (8b) , WAV
XIE 8, 8a 5 8b WZRHHTE—, AT &EXEM, THH—FPET. L 8a NS HEIBEMNRMEME
NE 9 REIE -6 5REYIE -7 —HHIENBEEFIEZE, HRREVERREERHHIEME,
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Inten. (x10,000)
] 588. 1421
1.5 MS!
1.0
0. 5 1175, 2797
. 530. 1344 o
0.01—345 0545‘| M ‘1079“46 i 88107 2950.933T
500 1000 1500 2000 2500 n/z
Tnten. (x100)
. 345. 0516
0.07 MS,
] 530. 1317
2.57 1059. 2567
1 143.5557 | 405.6928 e 904.2442  1185.3011
SR IR I & e )
0.0 — b — —— — ‘
250 500 750 1000 n/z
7 BEYIE -6, 7TMS'FI MS? FRIEE (B8EF m/z 1175.2797)
0O._OH N, H'
NN
gelitone
Y
HN 'H NAAS
(\NAO
~N o
(6]
OO
NH
HNH H qs
N™ ~O
~oN

[¢]
o CygHsoN 1401653
m/z 1175.2764

CygHsoN 1404653
m/z 11752764

8b
AN ak, =+ =
8 BEWIE -6. T AJRERILE
Oy_OH N,N__N H" 0y O H*
- +
HO. 0 Oy NNy HO 0 O Y 0.0, H
Ho. 0 Oy 4
NYE R A W Q NTY HO. o
HNCTH \ H H H/I\LH HH " ° N
A : ul
N"So -CHN,S N0 -Cy3Hp3N505S H/’L HHEHA H NARs
—_— —_— -
\/N%O \/NT(&O (\N o C;H,(0;5
[e} N
0 0.0 0.0 g ) o Cy6H 3N058
fo) HO. [0) m/z 345.0545
HO@ HN]%> m HN%> Cp3H)3N504S
NH NHE R m/z 530.1340
ANH R H S HNH  HH
(\N’go N0
~oN o ~oN
e} CASHSONMOIGS] [¢] C46H46N|Uolész

m/z 11752764 m/z 1059.2607

9 BREYIE -6. 7 PJRERIRMEAME
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RaYE -8 SREYIE -9 WRIEENE 10, MEN MS' 97 m/z 1291.2926, #NE L2 L FRIKER IR
B, DFHN CooHsiNig016Ss, [MH+H] SEIEFZELIRE N 0.38 ppm. REWIE -8 BEFE_RFEF,
REME 9N ZREEERHR I m/z 11752793, 1059.2636. 1015.2711, 829.2091 %, LERTIRFIERE A IE
TREYMREBENRENNEE, NENREYRENEMMNEBSANRME TRIE. BT KAIKER 7 1NEER
MEEREAR, &K% LBERERNERM~Y), sJaeREERIE 11, BT REXNRm, TP EE. &
GRAYIE 9N -RER, L1la AfESHEATEIRBINZLE 12, REYIE -8 SREYIE -9 BN - 4H12
REEEEZE, HERGYRAREERVHIERE,

Inten. (x10, 000)

1.5 08,0813
1 Ms!
1.0
1 1291, 2926
0.5 588. 1434
1l \ l 2886..0956
0 o lefid-2313 Ll 1661, 1331
. SR AL S VL PR NEAERRS USSR 2] 0 o SV S0 S
500 1000 1500 2000 2500 n/z
Inten. (x1,000)
3 0] 10592636 3 1o
2.0
1 659.1374 8292091
104 143,0787 o 1175, 279
1 290, 1137 860. 2697 1561, 205
e B 0 S PN U cid WYY 1 RO U WX 11 1
250 500 750 1000 m/z

10 BEaYlE -8, 9 MS' # MS? BUiEE ( 8% F m/z 1291.2961)

Oy OH N, H*
NN O OH N, H*
Ho 0 NNy s NS HO 0 ﬂ\_'“
Q{H\I—# o T—Z\\ N
AN O\ H H S W,
(\NAO

~Nyo X
0 ~Nyo
Oy OH N, o)
NN O OH N,
HO o © NS S)\_N\ NN
@NH Ho N
HN'H HH S NH s
(\N,go H/r\ILH HH
~UN ° N(\N o
o) CsoHs4Ni3016S4 ~ \n/go CoHoN<O-S
m/z 1291.2921 o] 5054 18V1694

m/z 1291.2921
11a 11b

11 BEYI& -8, 9 ATREMZEMR
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O OH Ny H 0.0 H™ 0,0 H" oo o o o -
! HO. o,
How 0, N%/\S/LN\ How 0, N%> w N HO. 5 O Np HO. o O Np
» NV .
e vk s LS kh
™ \H RS Hl*‘ HH HiH HH N O\ H RS y\LH HHS
o i No -CHN,S [Ty 0, o “CoH N0 °
\/Nj(&o -CoHyN,S \/Nj(&o —_— j(&o \/N%O “6H10N202
—_— e
T — [ ° o
0L OH N OLOH N

00 z
b - HO. 0
HO 0 AAs g Ny Ho. 0 NS~ Ne o HN%> Ho. 0\ - N H H
@NH s NHE & VRS @NH /ST pN)%O
H HH HNTH H H ~oN

L L . HNTH O H 0 CyHyNgO 8
A 39H36N§O
ﬁm’go Nﬁ“ o \/NpN © K\N)%O o m/z 8731967
\/N%O ~ %o 7(&0 . ) \/N%O N O
o CsoHsyN15016S4 o CygHsoN, 40,653 o (‘MH%NIE:OMSI T m4/j ]2)6] 5\:;75:)»2
miz 12912921 iz 1175.2764 m/z 1059.2607 2

N HH o 2 N7 Hl WA HO. o) HO, R
kko NHE A5 N"o o N;T [} N’T
NTH R H VNY& C3sHyNgO16S," NHEBs

C31H6NgO7S, o NHE & s R AT
v . * : HOHH
m/z 659.1377 0 CyHyNGOsS, o m/z 829.2074 p—l i
m/z 687.1332 N So N(\N o
\/"‘7(&0 e 7(&0
o ® Cutan0as
meeis 8602674

12 BEYIE -8, 9 RIREMIRMEIE

Witig
3.1 EEMBREEKARA

ZANSEIOK A 2 SEC-RPLC-QTOFMS SEXT 5% A Sk FRNKER IR S 1THE , 1273 /A B T 1B D UL ERIF (Fraction
loop) ¥ EIRED M —HEXBE_LRBRIEKBRS, XERERETTIERREDTBIE B 5 a0 ch B i Al
BEAEE, BIERHERANEZFENEM L, KMTREAKALEEEFRESYRRT. £EL 4 HREY,
FHWHEM R BN RETHEN, —REEEAEIETRSYABENBENNEFT, FIFEEENESHT
Bif, 4MRESYRATHERIENEHETIE_ANBIENEZE, FEREYRREREERNE .
3.2 BIEERERE

ITERBOARE G0 NEERE, BEFHTHTEOFHENNEE, RaYERLBEL, BE
MERE, BES5FETLDBE. AXEFEHN Shimpack Diol-150 &i%&iF (FERQHE) XRAZEEREENZS
lEaER, RENUAERERARERIBENRNIEREMNRN, KNERKAREYESEEZRINBE
BTRRNE, REMAmRAIERE, —HBEEPIENTKE, BREYEYELIS D YBIEHIE
REVERRQNEKAIRFEE, KA EZ-—HBEYESTEIBERT.
3.3 5 (REZHE) AL

AL S QTOFMS XK AIREIR S Y 2 Bt TR, 5o iR 72585 A E 1 RE DR BRI R ARTRFE. 32 (F
EZ58) 2015 lRERVEST AR BIRIR SR E R AH# T SRR, SENHEFEELD, ZRMEES, R
BEER, "BEEEH. REYEE_HIVEGY), £ PRIERIEERIMEE RN &RARIERZ KA
FRKEEFY), HEREYRR. BEYRREFRPNEEMTER, AEXA 500 L EEFRF—4#HES
2P NZHEF RN, BB T—ERDBREENE, FRIEZHEFTRN. TS MRE:
MBERE, —HrUNBEYRFHETEERN,
3.4 AN

B- MBI LM EZNREMEN IR EZ KR, FhhAFi. MERINFEEEFREERENRIE,
BREAEYEBTFRLDE. B- NMERENERNAF _BENME A 2M+H]+, SFRRESHBTEE
EHREEBFRELBELI 2M+H]+ 89BN, FELESFRENEIM ZRAEEHITX D,
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m4ie

ZANICEILT E4 SEC-RPLC-QTOFMS #4t, RESYWIEHMEEMSHELRES I MREEEENESIE
Ho EBIWARIE LCMS-9030 £E —HBIEEPRERSEFIFREGYREA, SOWRIENERARRT HH
FEEMT BRIR, LCMS-9030 RBES, ERTRESERMNEMEE, N B- NEHRERERTRSY
BNNE. Pk~ mRERSREM T KE

E Rz lEER(PE)EGRAR DHF DO

Shimadzu(China)CO.,LTD. Analytical Applications Center

EEWHRICXEME180SB2#k BiEIE: 021-34193996 http://www.shimadzu.com.cn
Building B2, No.180 Yizhou Road, Shanghai Hotline: 021-34193996



