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£ USP REMEITRERE B
L USP E&At TS BIE 4 A, #5T Agilent 1200 &
FliRiE S BRI EIE 7 S8

MAHRE

47 0A/0C

HE

EEZH (USP) RFTEITREMEN <621>2 M EX PR BIELEHTEE, RS
BENBERE, BERZENENENR. FIA Adilent 1200 RIE S B ERERHEEIE
(RRLC) REMZERAEIMEFRY, BRI BIEFHGE —MRENIHE.
REARELSBFENEZERS, Hhz—mHBEREAE (W USP Ai%) AERL Lt
TiRE,

AXERTHFM USP Tt T e, EEMATHNEEEEEE, REBERAEMME
KEHER %, USP MEkiTRIEAERERET, BIRAHER 3.5 um MEEH,
BA1 mL/min FREEFHT 30 DEIBE R, XLEEZETUAZAERNEZ 1.8 pm
K EIEHERN 1.5 mL/min JTE, XEAUGEERNETEE. BRTHEMRE, RS
BITRE, ETMREREFRTIER, ERRBECAEHEING, #BREFEF
A SRR ARES ., MM USP FiEARGENRES EERTEEEN
SWINE, BAFAEREIAERIENGSGE.
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BRI THEN TREREERERNEE, N
MmO ERR. USP MBitEERE
Fikd EEER 3.5 pm IR 4.6 mm x
75 mm L1 BEFEE 1 mL/min &, 24
i, WEEITEMEN<621>, USP 2£iF
MEESHHTAE, BRNRT @i
BEEBREEEIERE, WHEERS
ERERHEKR" 1. AXH, &ANEUSP
RIFEENMFEHTTHE, MRTH
WEE, FENRFENESHHIT TR
W, NERMHPLC FEEAERAE, &
BREMERTRE MBS, HHE
SEREMLSH, RAEKGEREYN
Fik, BEABHE. MRTE, W%
ERERRNEE, #BHE—SRERE
B2, REREEEAERTFRD TER
HiEFE, BAVENANKS, FE&E

REXBEHRNITHE,

RIEFTRATERENRESHRAELE
et T A ERRIRA,

REBEITEREN<621>, HATIAX R
HpHE. ERBEPRAKRE. REEH
BESHLOIAREKETRE, BEX
SRR X LEFHAEE,

USP I FHIE M TIE L TATER .
1. 3"-REL&MT
2. 6 -REKMIT

3. 3o-BREFERMT (XFHEXYE A
g RCA)

4. KEEEZR

SFHHTHIEE FREL A RYFEER PRIERE

Tk E PRESER B
BIEHRE (+ 70%) 75 mm 22.5-127.5 mm 30 mm
BIEHENE (+ 25%) 4.6 mm 3.45-5.75 mm 4.6 mm
FIfE (-50%) 35um 1.75 upm 1.8 um
TRE (+ 50%) 1.0 mL/min 0.5-1.5 mL/min 1.5 mL/min
HHEE (BMNEEE) 10 L TE 4.0 pL*
iR RIETE TE 35°C

(£10°C)

F IR EE R RN E

1.
USP L4k #thiT &Ll 5% S R B85

5. ERAITAE
6. Ef&AtiT
ERRELEIBERERECERE PR

ERROERETEN, NAERER
2. 3. 5. 6

S k)
HEHE

- WEH. PS5k 11 BEWMA. P
A HPLC 4R (JT. Baker) , SE38 A 7K@ 32
Millipore BJ Milli-Q #115

- HEMREEE (RRT) KEHS: NE

Rt TR AMFARR (6-FERMT.

BRI A SHEMiTHEME X
iT), URBRRBIH ML K aiTR
% 65 pg/ml BZFRIREH 7.5 pg/mL
MBI, AERTRER B R S A BT
EEMERIOBENRERE, 5 USP
LEMEXNRBEEER TR, BEK
ft T P B #0 3 4% 7T 5k B VARDA

Biotech(Mumbai, India), HEX#1fE A
R USP, 6 -REMMITRERME
B (EP)

- REENMHER: RUSPAE, BE

KT 11,3 3-MEBETHE (EkiiT-
TMBA) FHXMR A, WHEERBE
FHBKESDANA 0.6mg/mL F0
0.001mg/mL HIBR. RFEIER MR
BATFNERENR A LML THHE
SHRBHEUE - EZEANIBE, T
KT TMBA FIH XML A B3k B
N

- REERER: TRAT-TMBA LIF

BRIABFFRRERN1.25 pg/mL B
A, EERBRETUEERRE
xR E®ZE (RSD)

- SRR TEREIEEA 05mg/mL

It THER P IR B ZMEX
VIR A, IR 6 MIREKERAR,
KYIB A BKESEE A 0.25 pg/mL~
1.10 pg/mL



28 54 PR
Agilent 1200 RIS R EEWRERSE  pAD BWEK 238 nm IEWEE (BW) 4, KK 300, 20

& &g USP 7i%: Agilent ZORBAX SB-C18, 4.6 mm x 75 mm, 3.5 ym

) HRi&EF7%: Agilent ZORBAX SB-C18, 4.6 mm x 30 mm, 1.8 pm
+ Agilent 1200 RFIME, HHSH

R B’k (50:50)
. e F H 1)
T mis g 20 Agilent 1200 £31 SL &Y — [E—
B2 F Agilent 1200 &1 SL
HRiEE 15°C

Plus Bahifties, AHHEAER
—LC EZETE Bkl pH 7.0 K. 0.08 M BEIAR, M=ZKIFHE pH7.0
C A4 LHTER RENHE A: K- pH 7.0 BHiE-Z8E (52:30:18)
AN B: K- pH 7.0 ZHiK-Z 8 (10:30:60)

« Agilent 1200 25| ZREF TR 25

USP & e Zhik B%
- Agilent 1200 %3] SL BUFIRRE & 1.0 mL/min 0 0
J‘ETT[E‘E‘I]EJ 3.0 min 3.0 0
- Agilent 1200 %31 RRLC #t: WFE g Tont o o
EAEEEAR (ERARTASHES  PEHE 2sec 30 0
AR, EEERZEERTRH el _ i) Eh B%
#ho12mm MIEBRRESE. £ T2 somi/min 0 ’
AR E PR TR GR 8 35°C 7.07 100
REAEEBNAREREANTN.  Soms 0 s ’
BERSFHEE, REBSNME
TERRAE, FEAE, TE/NMERE
R LB Eitis FEG, Dt ERNBESH.
. HPLC 3t RMWRBTERKIRE [FZF Agilent 1200 %51 RRLC ZZHIE =

B AFASREBRRNASEER gﬁg%*;’%ﬁ*ﬁw*g{mim*ﬂmﬁ ZETELIE HPLC #1 RRLC AMER jE)

(017 mm). 555 RRLC 18 B, FXH, HPLC RLA TET
e EREER EBENAN USP BIB5 (544 USP 5iE, RALC MXETFE/HE
EETHRESE, KERHETERE  mhE,
. Agilent HEERERH, 20 1R BN, SRBOREEN



{M HPLC #0 RRLC #x\ #5313 B
RHE R R T TR, ZHRPEEEEK
i TREMERYEEY. B12RTH
HEA THEMREREAERNEER. 5
STEERERERLRET, SEHHE
HEM, FEEMERYBITEESE.

HERREREREERAFIHESESH
HExRERE, 35 USP WA EHTTIL
B, R2BRTENES USP REER
ik, ZFHEE—B. ERET. USP&
TE WY AR T 4R B A B B S B R A R AT S SR
EJLFHHE.

mAU 7

-
ERAT

175
150%
125%
100%
%
50 7

25 ]

— bR ERMIT
—— HXMHRA

—— ERAITHER

k%&ﬂﬂ

A

T T T T T
5 75 10 12.5
mAU 7

175

LARAT

150
125 1
E
75
50

2 -

— HXMERA

éﬁ’-ﬁ%ﬁ?f&ﬁ
E

15
B [min]

13
2]

KAt THE

175 20 225 25

EkAtiT
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1
A) BT USP HEREIME Kb TEIER
B) HRECHEMZRG RN LK THRER

USP 4 ERItE

&R REMEE

USP i EilE
(4.6 mm x 75 mm,

3.5 pm i)

TRIET & SEME
(4.6 mm x 30 mm,

1.8 pm BiLH)

3"-BEEKMIT 0.33

6-REKMIT 0.92

0.92 0.94

3o-HERERMT 11

KEEZR 12

ERATHE 18

Ef&MIT 3.1

3.1 32

* AZWRRAEHRR
2

USP A4 5ER 6 MRRHE T 4 MUEMRBHEEUR R USP JiEfIiRiER: &S EIMSTE



fER SL plus BEh B HITREDHTH

REB USP MAE, RAGENERERRF
BEREREHN 1 pg/mL B K AiT-
TMBA ##EXMER A, L& 4iT-TMBA
MEXYRANTBERLAETF 2.0, B
HEMFR A BB RERELZHR 1.1,
2 HAREREZREERHESNERGIE
MHHRNENEER, FRER, #@X
IR A A REREAA 1.1, BB
BH38, HERKEMNHEEX.

RIRETER L TREETROFERE
B&% 1.25 pg/mL L&A T-TMBA B4R
BERRESHENNR, NEL&MTRE
IEERAEFERE (RSD). #RE USP
BENHAE, RERRNNVRESHERSE
IR RSD AL 10.0%. AXH
RSD 4 1.0%. HEREEEXK,

B T T RIE R P AR 2 R
it

USP FiEMERXMR A MR L
BRA 0.2%, BBEXMITHARREA
0.5 mg/mL it &, B4 1 pg/mL, At
TSR IR AR HIASE . 72 0.5 mg/mL
MR TA RPN 0.25 pg/mL-
1.1 pg/mL BHEXRME A, RIERTA
B B DR A A ERREE (S/ND.

p
mAU -
60 4 <
b om
50 =
] [
40 7 2
] i
30 Ho
E <
20 1 =4
|
10 J J é
N
10 ]
-20
T T T 1\8 T T T T ‘I\g T T T T \2 T T T T 2\1 T T T T 2\2 T T T T 2\3 T T T T 2\4 T
Rt fE[min]
2
ZAENMERNSRESHEEMELE
XML A FRE pg/mL
REKE (%) {SI2LL
1 0.25 (0.05) 11.8
2 05 (0.10) 25.0
3 0.7 (0.14) 323
4 0.9 (0.18) 349
5 10 (0.20) 38.6
6 11 (0.22) 433
=3

HXMEAMAEEREREH 1.0 pg/mL LT




IFRKE 0.25 pg/mL, BIAEZTF 0.05 %,
AREREELEFENEER (LOQ),
SEREMHHENREEME, REK
BTk ARAE fm R N R (S BB A = Y
HEIMMARIE K, ARSI E
RE 4, HEMBEXRY (R?) 740998,

P
Norm. -
4 -
3 L1
ZA_/\
14
L s e s B B I B B s s By B B S B B B B B S B B B
2.18 2.19 2.2 2.21 2.22 2.23 2.24
Fef[E[min]
B3

ERIREH 0.25 pg/mL (L1)-1.1 pg/mL (L6)BIEE MR A Byskitdhsk

IEER (mAu)

LOD

T
0 0.2 0.4 0.6 0.8 1.0 1.2
WRE (ng/mL)

4
XY A BZ % REIREKE 0.25 pg/mL RESTETR (LOD)
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MREITH AN BEETRERIE I B,
WISAE S 4 77 K AT LA AR SRR (B R . TRiE
BTEYTERERERIE/RELFT
TERTARA, NERFER 30 788
USP Lk fthiT & ik 4i 7 i B R A iR L
T &I (R 8 H5h, XMRER
FUNERIFIEITH USP RIFER MR
ETRIESYH, BERECH RN
RETHNHESG, FEREEMH
EEATRN. HMEFEHEMEN
ZRERMER, BXUER A 5EEMIT
MaBEEA 38, BHT “AMEF20" 8
REME. WRERRHTHRESEiAR
ZR A RSD 1.0%. KT 10%HATHEZRE,
REA ERRN R LMK REEN R2E
770998, 7 USP MEERE MM BIES
BRBHRESERE, SMRNIT
B A BE B RER = L,

i B0

1. U.S. Pharmacopeia 31-NF 26, second
supplement, 2008

2. M. Frank, "Achieving Faster Analysis
with the Agilent 1200 Series Rapid
Resolution LC System and 2.1 mm ID
Columns," Agilent Application Note,
Publication number 5989-4502EN,
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Effectiveness of Method Translation
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