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Mk BEN, FEZENEFUMRLNEREHEHEEN, EARENEFHR, RNBRABNSHTEZCERIER
R, BYUAEF. pH. BEME. RERE.
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SCIBRMEERE, EEBMTAMARBUERAS, REEEMEERILITHRA D UKRBRITFEYE L.
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LCEH: fo & B B IR FIAFERE R (SSV)BIACQUITY U
H-Class

Big: M 72.1 X 50 mmBIFrE G&igE:
ACQUITY UPLC CSH Cyg, 1.7 pm
ACQUITY UPLC CORTECS Cygs, 1.6 pum
ACQUITY UPLC CSHEZE, 1.7 um

ACQUITY UPLC HSSH #ZEE(PFP), 1.8 um

R 40, 45050 °C

i =N 1.0 uL

TR 0.6 mL/min

TRENAEA: 125 mMBERKER
TREnAEB: 125 mMEEHRKER
REpAEC: 7K

JREFEDL: ZhE

montED2: HEE

AGER BUEREM D

BIERE: Empower 3 FR2 CDS# {4
nE: KEAMERE, 5minBHEFIM5%FHE90%
AT AR/ AN 50:507K/FE2
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BERN:

RELRE:

AANBLES, BRIRTTUAESEZALAIEFEGUVMRIESIEEREREFIEAD, URREEFENIE
@E. SHME, RARSAUNARAEHRIERNEAR, EBEER. EEBALLFEUSPHEAREEME

BERRIEAT AR 75 0E

ARSI
BAPIRBX L SYIBIIFmRBR

ERRERFRENLOmg/mMLHDBEER. BEFERNNEHMEESREER—FalF, BKEHR, £IFF

90:107k/ZB&

ACQUITY UPLC PDA

210-400 nm (#£270 nm &)

ACQUITY QDa (¥ EMEAE

100-400 m/z

ESI+, ESI-

600 °C

10/

0.8 kV (IE/f)

15V

B

EPEHO YN REREN70.06 mg/mL, AHARPERANLSNRIFR.
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BRMER

ey ERSE & &2 (Da)

API RS LG 299,14

Z& A 4-7 B H B-5-R- 341.15
N-(2-(ZZ 82 B)-2- R a R KRR

Zx JB 4-7 B mE-5-5-2- 257.05
S

REC 4 EESS2-BAEETR 201.02

ZED A ZBERFERETETE 223.08

REF 4ERSENQ-(BREETRER)

-REX R

2% R G A{A-FES-S-2-FEKXFRRREMN, 315.14
N-ZZEBEZBRE(
Z% [&H A-7 B R E-2-REXHE 195.05
Zt ;9 A-FE-2-PFEEXPR PR 181.07
KRIUPLCHEFARMUSPISER R BFE S BRI Ry,
SR 531
REUNAEREAAR

RARGUHERATUN T ERFEUSEAITESITE, UHRFARBREBTEMNSZE; FHBRITERUPLCEL
SKUBERNDITEENESHIREUE,

FARER T AEERFAUMNBSENGIEREIES, U XEFEEE,

MELFR, ZAREE—RINTE, BINTBEEZANTRAMMBRDBERBMKITHN. ARNE—TEE
EXHFm. BIITRE. BIEREMEIERSIERE.

WNTFRAK[ERKREUSPIEERXYIE, RIWERERMIINBXEAS, FFEMNEELIAE> 2.009USPHE
ELUK< 1.5WUSPEER T, HERIF> 3.000RBEAF(k*). EHEDBETF, ERNRERFREX K/ (k+1)o
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ATEFEFRRERANRENS, HNRBTREEIEFEERFNAFERRBBIACQUITY UPLC H-Class&R 4.
EEFMEHESMAIREFENHERYIEY, HITEAACQUITY PDAKITHFEIRN, EAACQUITY QDai TR N
o EFEMRZA, BRIEALCMSRERFIMERRIET R4, URIARKIZITERS
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—
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HILIC) »
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ENREMTL (B2) . HMEBEIFIEHIBERE T RpHEMEANAS . BIEHIEHEMpower B IE
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B. SCORING REPORT
“Mpow Sample Set 1D: 5577, 3314 Run Time: 7.0 Minutes
BT Result Set 1D: 7155, 7132 Injection Volume: 1.00 ul
Procesed Channel Descr: PDA 270.0 nm (200-400)nm
Satla Gikimi Strong Total  Total Peaks Total Peaks Min  Lowest RT of
P Sovent P Peaks Rs>=20  Taling<=15 k* Rs  Last Peak
1| Metoclopramide Rel Sub CSH C18 ACN  Low pH 9 6 7 220 0238 2.30
2 [ Metoclopramide Rel Sub CSH C18| ACN  High pH 9 6 5 031 0689 273

E2. XARpHAN S pHE S HITIRERR. A BREpHMSpHEG N RESERMEXUEYNSBE MmN EE
iR, A ARIESEEESpHEMBAMERAS . B. Empower 3iF0 RS, EEmpowerd G INIRATE X1
BEMITEER, ARRBITEERIERS. WEHTTHRE, BREHFEVIFEGL

BIRESBEEHELMREREEERNIBRYG (KpHEH) HRTL2ATENORIMITE, FTER, ®iIT#H
AT AENHEME, BNEXRUMEFREAINSE. FARERERESR, THEEABATM, RIIANTNE
REETHITHE, SRDBHEASKRKLEBRNITERE, BRMRPENIFEXHMNAREER K.

RlE, BNBRERBEMpowerfF R iR EDTEIBHIBEBHERRESIBERMN (B3) . MEFT, EAACQUITY
UPLC CSH Cigt8iE#E, LIRERNMIEN, EBREHERSHNEIEE, 7BE> 2.0BEERF< 1.508IEE
HEtRSZ, Flt, HMNERZFHERTRACAERNRE—ITE — k.
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SCORING REPORT

nNnwel Sample Set ID: 4001 Run Time: 7.0 Minutes
: Result Set ID: 7073 Injection Volume: 1.00 ul
Processed Channel Descr: PDA 270.0 nm (200-400)nm
e _ Strong 0 Total | Total P_eaks To_t-al Peaks @ Lowest M'n RT of
Solv ent Peaks Rs >=2.0 Tailing <=1.5 Rs k* Last Peak
1| Metoclopramide Rel Sub CSH C18 MeOH | Low pH 9 7 § 7 1283 | 3.22 31
2 | Metoclopramide Rel Sub CORTECS C18+ ACN | LowpH 9 T 5 0.769 | 1.98 215
3 | Metoclopramide Rel Sub |[CSH C18 ACN | LowpH 9 5 7 2308 | 2.15 2.30
4 | Metoclopramide Rel Sub CORTECS C18+ MeOH | Low pH 8 7 3 2094 299 298
5 | Metoclopramide Rel Sub CSH Phenyl Hexyl MeOH | Low pH 8 6 8 1.690 2.30 313
6 | Metoclopramide Rel Sub CSH Phenyl Hexyl ACN | LowpH 8 5 5 0.654 | 0.98 221
7 [ Metoclopramide Rel Sub HSS PFP MeOH | Low pH 8 2 2 1.870 | 6.86 344
8 | Metoclopramide Rel Sub HSS PFP ACN | LowpH 7 2 2 0.108 | 4.51 261

B3 B R R @A AR BEmpower 3R E ﬁmACQUITY UPLC CSH Cys & A RERRY /5 A 2
55, RPZHBHENHBE> 208EREF< LoNGBEENES
i

REFNELBHEZARNERELET —F, EERMESBASNERMNATRTEHENINTE, KIFEH
SGHITMUTBUNREDBRR. ERUTES, RNARTHEEREK. HEMpHIEM, STHRE—T ZEHF
B iREEE &RERM.

BITARHNE - SREREREK, ARG ZEZRARBBEREALE, ATBRENER. TOIREXRA, BIET
TESTHAMSWIZINECO%NMBERIRMRENE (B4) o AT ILAMBERIEEHEEERRI D BERE, ETRENF
BERNRFIKENEREHET T . LER&KA, E45 CHIFHT, FIEHADYARIRESS, BERIEHF
R ERFRE B1R, WESFIR.

SCORING REPORT
~Sample SetID: 5181 Run Time: 7.0 Minutes
Result Set ID: 7285 Iniection Volume: 1.00 ul
Procesed Channel Descr: PDA 270.0 nm (200400)nm

Sample Cikiini Strong oH Total = Total Peaks qu.al Peaks | Lowest Mi.n RT of

Solv ent Peaks Rs >=2.0 Tailing <=1.5 Rs k Last Peak
1 [ Metoclopramide Rel Sub, 60%D CSH C18 | MeOH | Low pH 9 7 9 1.727 |[3.56 4.01
2 | Metoclopramide Rel Sub, 70%D CSH C18 MeOH  Low pH 9 7 8 15692 | 343 3.63
3 [ Metoclopramide Rel Sub, 80%D CSH C18 MeOH Low pH 9 7 i 1463 |3.31 334
4 | Metoclopramide Rel Sub, 90%D CSH C18 MeOH Low pH 9 7 7 1.346 | 3.21 3.1

E4.BEMEML. MATRANBERE, BRELRBEVAFBILEMI0%ERIEES0%. 70%H60% (H#
ERSEI 795 min, EIREDEEA5%) o REESDHAMSWIEMEC%NNHEEITN RS, BIZBEETIBEE>
Q0B ERF< 1L.5MBIEEHERS, NBMRRE.
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SCORING REPORT

Run Time: 7.0 Minutes

nihabitt=laga® Sample Set ID: 5325, 5232
Result Set|ID: 7236, 7205 Injection Volume: 1.00 ul
PDA 270.0 nm (200-400)nm

Processed Channel Descr.:

Sample s SStrc:ng p Total | Total F:eaks To_t.al Pe_aks M.n Lowest RT of

olvent Peaks  Rs >=2.0 Tailing <=1.5 | k Rs Last Peak
1 [Metoclopramide Rel Sub, 45C |[CSH C18 | MeOH |Low pH 9 8 9 3.271 | 2280 3.87
2 | Metoclopramide Rel Sub, 50C CSH C18  MeOH Low pH 9 7 9 304 1816 3.79
3 |Metoclopramide Rel Sub, 40C |CSH C18  MeOH | Low pH 9 7 9 354 1757 3.99

E5 R L. BITATARE®IE40 °C. 45°CHI50 °C, RA45 CHAEED &R, DBEE= 2.0MEBEIEL

&%, RIEDBURRT.

e, FRERENBERE, HIHETRIXUAEMRT pHYBIEDBHNEM. —RMsS, BEFEAHNIpHEND
AR BB SYNRE M. BNTRBAEFREXBREE, £2.15. 3.0M4.009pHFAHTHITT 2
B, SRMEG6FT. KWXApH 3.084.009% %, @iJAuto - Blend Plusik REERAFEANRERMIANL

o

AR, BEMK, REpHRENRE. SREHA, BEpHAS, EFMUERETEELZN, K&, pH2.158

FHRUTRESBRR, METHT.

0.401 3 Ele 3
= = B 5 I3 ©
=g 2 =3 s = N 3
0.201 ™ 2 [ ﬂ.’i' :
4 w & > o o @
& B > [P | o PH 2.15
e ﬂﬁw’“ (- 1 I
0.004 .‘ L (” JIL ) I\ 2 S == -
0.40-
0.20] o @ [m N
g \ ﬁE/H Il i I I R
o
0.00- . \__,L_;L I\ I JL
A3 ”' ‘
\\‘ e N
0.40- SN Thly
Y S nN
2 R 3
0.20] P vy B A . pH4.0
3 8
0.00 T T T T T T T

0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00
Minutes

E6. @M pHIARpH B ERERMEX U EM D BN M, FERACQUITY QDafiEieNzs, B Rigiaml

HITIBIEER, RESBRMFHpH 2.15,
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‘ Sample SetID: 5325, 6461
Result Set I1D: 7263, 7273
Processed Channel Descr.:

SCORING REPORT
Run Time: 7.5, 7.0 Minutes

Iniection Volume: 1.00 ul

PDA 270.0 nm (200-400)nm

Sample T Strong oH Total | Total Peaks @ Total Peaks | Min = Lowest RT of
Solvent Peaks Rs>=20 Tailing <=15 k* Rs Last Peak

1| Metoclopramide Rel Sub CSH C18 | MeOH |Low pH 9 8 9 327 | 2280 3.87
2 [ Metoclopramide Rel Sub, pH 3.0 CSH C18 | MeOH |pH =3.0 9 i 9 4.12 1.687 401
3 | Metoclopramide Rel Sub, pH 4.0 CSH C18 | MeOH |pH=4.0 9 5 4 406 0632 4.02
E7.pHk. RaptEpHA2. 15 A EE RS, ARENDIBERM.

RAMUPLCHER M

LCR 4. EFAuto - Blend Plusii RBIACQUITY

UPLC H-Class
B ACQUITY UPLCCSHC18, 1.7um, 2.1 X
50 mm
P 45 °C

AR 1.0 uL
TR 0.6 mL/min
TRTHAEA: 125 mMEBERBIKA R
TRhiEC: 7K
JmEhtED2: iz
B EAT BbR/FEmEE: 50:507K/FREZ
BIAERR: 90:107k/Z. A%

PDAN2S : ACQUITY UPLC PDA

FRAZUREARRSHEFRNBEE 10



PDAIRE !

MSHM 28 :

AR

BERN:

RELRE:

HEFLBE:

HiE:

REERl. BIEREM D!

BE
R Bt i) (
min)
1.0 48
2.0 5.0
3.0 5.5
4.0 5.6
5.0 7.0
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(%)

10.0

10.0

10.0

10.0

10.0

210-400 nm (¥£270 nm &)

ACQUITY QDa (¥ EiEaE

100-400 m/z

ESI+, ESI-

600 °C

10/

0.8 kV (IE/fh)

15V

Bty

Empower 3 FR2 CDSER 14

25l D2
(%) (%)
85.0 5.0
30.0 60.0
30.0 60.0
85.0 5.0
85.0 5.0
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&AUPLCHE

AT IR RBUPLCHZERMRE, BITNHEREEHAFNEREEEHITTIME, RIBEUSPERET<621>6
EHRENHIEHELREEHENRFIEN . SMHASNSERFEN ELERMR2FR.

RENEIMERRESHERETUSPHMERE (2.0% RSDIUT) . FIBIEZEINUSPHEEN> 2.5, TR
FHUSP= 15N BEER, BIEEHFFINARENEERIIFE R, EHEMpowers /ARIEEIERE(
MVM)#R 4% &) B sh AT — 2 B938IERE Mo

Report Method: System Suit_Sum Report
- Sample Set ID: Sample Set Id 2622
“ Result Set ID: Result Set Id 2660
Channel Name: PDA 270

ame | St | %R0 | ukso | Use | usr

Resolution | Tailing

1(Imp. F 5 0.07 0.19 12
2 |API 5 0.06 0.22 6.7 1.3
3|Imp. A 5 0.06 0.21 34 1.2
4 (Imp. G 5 0.07 0.23 25 1.2
5{Imp.9 5 0.06 0.19 9.2 1.1
6 |Imp. H 5 0.06 0.19 42 1.4
7|Imp.C 5 0.06 0.31 2.5 1.1
8|Imp.D 5 0.05 0.21 9.0 11
9|Imp.B 5 0.04 0.21 13.0 1.1

K2 fEAACQUITY UPLC H-ClassRARE R REEH#HENEIEFISNRSR
BNV MELER,

#5ie

HINEXBREUARMINMA LT REKERMBXUEYIBIUPLCO B K. &5 ERE T FUKHIBINRE, B
TENBEHHIOMAS, MEFMBREENSBE> 2.0, #HEEF< 1.5, REBEF(k*) =3.0

FEACQUITY QDafm g+ M 2s 5 UVALIFAIACQUITY UPLC H-ClassR AR EER, THBEZRBIEEITRIBIER
ERENEFINGIBEEELR, MARBKT HEFLIE.

EFEFRARSR, HNMOCETRREEF (MABIRBIRERE) FRETTE T A0 BV E UK &% IE 5 IR #Y

ERRALBRELRIRB A EFLNYE 12



BER.

B&Ja, EmpowerBX+EIApexTrackZhBERT EL MY @I EH#ITIT M, MMARENFLIEFHHRET LLE QT
QIE. EmpowerfBEXITBEMIRENEERREMITDIREG, BHRINBENBESZRE NS BHIRESRMT,

BMEZ, XRBEENRANXSR, BEUPLCRS. S RENNEIEFEIEY, AMToMKLEERESHRM
ARBIEHEH. XFAXMAAARNGZEEEEEHENENY, JARRESKREENEIEMIIER,

1. General Chapter, <1226>, Verification of Compedial Method, USP36-NF31, The United States

Pharmacopeia Convention, official December 1, 2013.

2. USP General Chapter, <621>, Chromatography, USP36-NF31, The United States Pharmacopeia

Convention, official December 1, 2013.

3. Berthelette KD, Summers M, Fountain KJ.Ensuring Data Quality by Benchmarking System

Performance Using Waters Neutrals Quality Control Reference Material.Waters Corp. 2013;
720004622en.

R~ m

ACQUITY UPLC H-Class& %t <https://www.waters.com/10138533>

ACQUITY QDaFiZ#:M2s <https://www.waters.com/134761404>

ACQUITY UPLC PDAK 2 <https://www.waters.com/514225>

Empowerfa i 2% <https://www.waters.com/513188>

A ELL T SE

» ACQUITYUPLC CSH C18,1.7 um, 2.1 mm X 50 mm®&iEH <

https://www.waters.com/waters/partDetail.htm?partNumber=186005296>

» CORTECSUPLCC18+,1.6 um,2.1 mm X 50 mme&iE <

https://www.waters.com/waters/partDetail.htm?partNumber=186007114>
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» ACQUITYUPLC CSH, 1.7 uym, 2.1 mm X 50 mm#E L EEEHF <

https://www.waters.com/waters/partDetail.htm?partNumber=186005406>

» ACQUITY UPLC HSS PFP, 1.8 um, 2.1 mm X 50 mm®&#tF <

https://www.waters.com/waters/partDetail.htm?partNumber=186005965>

= | CMS QC#r/Emm <https://www.waters.com/waters/partDetail.htm?partNumber=186006963>

720005026ZH, 201448

/N

©2019 Waters Corporation. All Rights Reserved.
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