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DATERFERMG
LCYRF L+ ACQUITY UPLC H-Class ¥ 27 La. SERME T 5-90% BEEER/5 5.
NSLIE—I P, UZFHISITY N
b SR S FHER O~ BE. —— RIS
AL ACQUITY UPLCCSH Cign 1.7 pm K/ X5/ —)b=50: 50
(®5HES 186005296) Y—JUFHEIR - K/ PR NUIL=90: 10
ACQUITY UPLC CORTECS Cigt- PDA #iH38 :  ACQUITY UPLC PDA
1.6 um (BEES 186007114)
PDA &f4 : 210-400 nm (270 nm $hiH)
ACQUITY UPLC CSH Phenyl Hexyl. N oo, s
1.7 um (BUSES 186005406) ' e 2°
\T#—=<RVR)

ACQUITY UPLC HSS

Pentafluorophenyl (PFP). 1.8 um BERE /2 100 - 400

(BEZES 186005965) AFALE—R : ES| RYF « TBKURAT 1T
YA XFVFNE 2.1 X 50 mm JO-JEE: 600T

NSLEE: 40T FrESU—BE : 08KV (RYT 1 J. RHF 1 TH)

EAR: 104 J-VEE: 15V

o - 0.6 mL/ % F—o@E:  EYROAR

BEMEA: 125 mM FEKBER
BEEB : 125 mM 7V EZ7 KBER
BEMEC: K

BEMEDI : FPEHZHUI
BEMED2 1 X5/—)b
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A7TVT—2 3V /— TR DIWEREDOBETCTUI T —FEMST—FZANDIET. EDKSIC
ITRTDILEYZIEEICEMTEDDN. THREFRHICBITDIE-IHEICOVWTRLET ., 2HFICD
eb. HFRNETORI—)b, MSERHZEFIAT DI EICKD., REHE. MEEsHEOWLFNICHWLTH USP
DEE ' ZHIcTPITEZ LD RS KO HRWICHFET DT ENTEF U

APl S XUBRLEVME S DORS

SHEE 1.0 mg/ml EBBEI XY /—LTHERULR by IBRELE U, &R Ny IBRESETD
RATIVCBUREL. RIGRENSEL 0.06 mg/ml £H2&SKTHERUAHEBE LE LIz, ARRT
BRALLEWER 1 ITRLE UL

i
tgm —&#& revIEE (Da)
AP Metoclopramide 299.14
Imp. A 4-Acetamido-5-chloro-N-(2-(diethylamino) 341.15
ethyl)-2-methoxybenzamide
Imp. B Methyl 4-acetamido-5-chloro- 257.05
2-methoxybenzamide
Imp. C 4-Amino-5-chloro-2-methoxybenzoic acid 201.02
Imp. D Methyl 4-acetamido-2-methoxybenzoate 223.08
Imp. F 4-Amino-5-chloro-N-(2-(hydroxbenzamido)-
2-hydroxbenzamide
Imp. G 2-(4-Amino-5-chloro-2-hydroxbenzamido)- 315.14
N,N-diethylethanamide oxide
Imp. H 4-Acetamido-2-hydroxbenzoic acid 195.05
Imp. 9 Methyl 4-amino-2-methoxybenzoate 181.07

1. UPLC Z¥TERIEICH e X RO OS5 S RIGEEIED USP 15 ERTEYE U X [~
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HHEERED., HETBREDSVSINEDORENENTLDELDXT, CITRANIHEZERL
BB D275 UPLC ZERLE Uiz,

DEOERMEEZLITDIcH. BEDFRIERCUAY REBDEZHNFEDES HS LZERALE LT

DHTERAENRZL LS EDERNER V-5 T70OI-)b 3



[ ADPLICATION NOTE ]

1 ISRUEKR S [C—EDRBEZROICTO M I—-)LZEBEL, SRETHRRNICOBZEEKLTVWEET,
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SEOI—)VE. X hoOTS5Z REUSP ICED SNICEEMEZNZENDE—IICDWVWT USP 2EEE 2.0
Bk, USP =DV IRE 1.5 AT REFRE () 30UEERELE L.

ISITY PREICHBIFIDREFREF k/ (k1) EERENTVIE T,

DHERFEZ T L F 2 TIVICIT 5128 ACQUITY UPLC H-Class ¥ R T L7ZEIRL. ESICEHREDHS L
ZEATEDASLNR—I v, RAOERDBRREZEATRFFERRNNIVLIZEBLE Uiz, WD
ZEEL. BARBHOEEZERT Dch. HFREIETH D ACQUITY PDA #EHgs L. MSIREBDTZHD
ACQUITY QDa #RHHZZDMSZAWVE Ufce Y AT LMREDFHEAIC (L LCMS REEERZ (QCRM) ZFA L.
RRERBT DRICY AT ATBEICELR CE DI EZREBLELR

YrTILE
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TR ANDTAVT
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{E pH. & pH TORHICIE. 125 mM FBAGERE 125 mM 7Y EZPKBRENZNDR ~ v 2BHE
AL, YHETORBEICDODVTIE. SPBETPEMZNIUIVEBEZ5-90% [CELTEDISIITY bR
ZAVE UL, IRMERME(LEYMTHDIENS. FAED. K pH. & pH OBEERE THRDEIN
CZELELIE (B 2). MST—45ZFIHTDHTET, pHICKD EDILEMDHRELHEZTZ (T D DHEH
IHIEDHARET, 707 IS AIF Empower T ApexTrack Z{EVBEIMICHERTLFE Ul

ROBRICED(C ol D BERHERET B120. Enpower THAY LHEAEHLK— NI — v K
BARIYAXLE LI, BELE I—LCABTHE— I BEBHT BT ELCEDENENDAY Y R
EREUBRUE U, TO7—ATRE pH RETTRTORAYICOVTERIFERHFREDESN, D
#ICHE < EBREE pH TEIT BT EE LE LT
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B. SCORING REPORT
palzir o Sample SetID: 5577, 3314 Run Time: 7.0 Minutes
- Reault Set 1D: 7155 7132 Iniection Volume: 1.00 ul
Processed Channel Descr.. PDA 270.0 nm (200400)nm
s, | Col Strong H Total | Total Peaks Total Peaks | Min | Lowest RT of
ample UM ol ent Peaks Rs >=2.0 Tailing <==1.5 | k¥ Rs Last Peak
1| Metoclopramide Rel Sub |CSH C18 ACN |Low pH 9 6 T 220 0238 230
2 [ Metoclopramide Rel Sub CSH C18 ACN | High pH 9 6 5 -0.31| 0689 273

B2 EpH. B pH Rk BIER A 715
A X ~2oOTZ5E REKLVBEPE DS REICRIFS NS pH DFEERT 20V ~NISA
A& pH ODFEEZF SIEEYIE MS 7—5 EFIF U TEH
B. Empower 3 XI7 V> T Lifi—
EEEREIE Fmpower DX I LETEREEEFIF L TEZE L Ll — NCRE
BEHERIBICHENTUB/ED, RORBVSHTRAD | B LICKTINET

AROU—==05

ANDT 4 VT DEBETRIFORD SBIRSNIcRKM (K pH &) (. REULICIT R TCOEREBEZ /L
TWBRTRIED o fcfeth. 2RO DL BZBECTO FI—ILDRDEMICEHE Ulc. TTTIEAS A
YR—I+EEALE L. ASLYR—IvDRBICEDHMEDFEDTSDE DT L. BLEH
SLEYIDEITHNIT BT ENTEICHEDE T, CORBETHANIT 4 VIDRBERLISITY b
ZEALZ LD, BEBIEICDVTIEXY /—ILETE R FULOESERS LE U,
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0% IS LOENR. RODBIFICOBSNICREDORBIRICIE. BU Empower AADFT 4 VI UiR— %=
ERALEL(®3), B3ICRULIEKSIC. ACQUITY UPLC CSH Cis AS Ly X5/ —ILEAWVCRHET.
DBE20LE. TUVIRB IS UTERBEIE—IBDRAELEDFURDT, TORGZEERH
JORI-IVOREETHIRBEOTRIGERALF Ul

SCORING REPORT
plall=ip o Sample SetID: 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
S | Col Strong Total | Total Peaks | Total Peaks | Lowest | Min RT of
ample olumn Solvent | P Peaks  Rs>=2.0 | Talling <15 Rs k* | Last Peak
1| Metoclopramide Rel Sub CSH C18§ MeOH | Low pH 9 7 7 1.283 | 3.22 3N
2| Metoclopramide Rel Sub CORTECS C18+ ACN | Low pH 9 7 5 0.769 | 1.98 215
3 | Metoclopramide Rel Sub |[CSH C18 ACM | Low pH 9 5 7 2.308 | 215 2.30
4 | Metoclopramide Rel Sub  CORTECS C18+ MeOH | Low pH 8 7 3 2.094 | 299 2.98
5 | Metoclopramide Rel Sub CSH Phenyl Hexyl MeOH |Low pH 8 6 8 1.690 | 2.30 3.13
6 | Metoclopramide Rel Sub | CSH Phenyl Hexyl | ACMN | Low pH 8 5 5 0.654 | 0.98 2.
7| Metoclopramide Rel Sub HSS PFP MeOH | Low pH 8 2 2 1.870 | 6.86 344
8 | Metoclopramide Rel Sub HSS PFP ACN | Low pH 7 2 2 0.108 | 4.51 2.61

B 3 S LD, FRBIRERST Ve O U —Z2 TBED Fmpower 3 X A7 > T Lifi—
ACQUITY UPLC CSH Cis 15 L. X5/ —JLVEBLVERHET, DBEE2.0LLE. T— U IFH 1.5 ITFEH/IcTE—2#DREX

RiBi{k

WEWRDHCERFED T—IVISESNTEF LD, RTU—ZV T REOER TR ERLIT N TOEHEE
HEBLTVED O Iledh. DEOUBEZR D cHRBLORIBEICERF Ulc. CORBTREISYT
Y hOIEE. DS LERE. pH BOBICSI ZHEBCOVTRI L. SBETZ 7YY I LUR— R
UTHIREERIRLE UL,

BICRE LIS A—=5—FITSITY hDIRET, IJSIIYV MBEZEAEL. IJSIIY FREER
BOEBEZTVEUfce UIR—PZ2ERAUTCEHBLEETCSD. 53/ T5 - 60% OBEBENEZD (T T5k
HTRHBRLIDBDESNF LI (M 4), EE—IJDFREICDOVWCOEREBEZ BT cH. BUIH
KUHZRAVWTAHS LEEZRNT DT EELF Ul CORR ASCTIRTCOE—IDHREEDRAELED.
RAEBEDRVICREULCINTCOREE BT IENTERLE (B5). .

SCORING REPORT

paliislp w |Sample SetID: 5181 Run Time: 7.0 Minutes
Result Set 1D: 7285 Injiection Volume: 1.00 ul

Processed Channel Descr.. PDA 270.0 nm (200-400)nm
Sample Column Strong o Total = Total Peaks To.t.al Peaks | Lowest Mi*n RT of
Solv ent Peaks Rs >=2.0 Tailing ==1.5 Rs ki 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 1592 343 3.63
3 | Metoclopramide Rel Sub, 80%D CSH C18 MeOH | Low pH 9 7 7 1463 3.3 3.34
4| Metoclopramide Rel Sub, 90%D | CSH C18  MeOH | Low pH 9 7 7 1346 321 in

B4 I5IT> NIEDREE 5DET 5-90% DD ST RNRHE, RISEE 80%. 70% 60% ICEE
SBETXS /=)L 5-60% DTS I T NRIFTREROEEN. BEEL20LUL T—U 2T T7 05— 1.5 IFDE—Z#DT
BALHD, RRODHRHTH S EHTBEINE LI
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SCORING REPORT
. |Sample Set ID: 5325, 5232 Run Time: 7.0 Minutes
Result Set|D: 7236, 7205 Injection Volume: 1.00 ul
Processed Channel Descr: PDA 270.0 nm (200-400)nm
s | Cal Strong Total | Total Peaks @ Total Peaks | Min | Lowest RT of
ample oMt goly ent Peaks = Rs>=2.0 | Taing<=15 k* Rs | Last Peak
1 [Metoclopramide Rel Sub, 45C | CSH C18 | MeOH | Low pH 9 8 9 32T | 2280 3.87
2 |Metoclopramide Rel Sub, 50C |CSH C18 | MeOH | Low pH 9 T 9 304 1816 379
3 [Metoclopramide Rel Sub, 40C CSH C18 | MeOH | Low pH 9 7 9 364 | 1757 3.99

B 5. DS LEEDREE 40T, 45 C. 50 CERFIU. 45 CTHEEE 2.0 LILLDE— OB RA L DRBDIBERIFE T
anELE

CDEET. BICETCORECEHUAITENESNTLE LD, pHHIOY NI SLICSZDHE
[CDVTESICREI LELE. LIRXUIE pH DD FHEZELD A F VDL EYMDREICAESHREEZEMIF
FTENGDEHTT, CTNEXTORBTHERALLCBEBZZDIFEAALTpH2.15. 3.0. 40 THHL
F U2 (B6). pH3.0. 4.0 DERENMEFARICIZ Auto  Blend Plus 72/ OI—7%&fEL. BRICYRATLICEY
UCHoleFBKBER. PYEZTKBR. X5 /=L, KEBELE—EDpH TREEETEF Uz, 2D
R, pH ZEHDEBREICKELEZLENRESNDZ T EDDMD., Ffc. pH2.15 TRBBEBHFFERHES
NBJTE=ZHRBLE LI (A7),

0.40] - 5 . 3
3 5 - 3 ?z 2 °
= ? EE I 3
0.20] . !f -2 jF s ]\n ® pH 2.15
f[:; pH 3.0
-
- N N
g ¥ . pH4.0 B 6 X FOT5S REZDMBEYEDHEICHIFS pH D
/E BEERST B1-D pH DEBIE
0.00 ; ; . . - X x x x . E—ZO KNS wF>T1E ACQUITY QDa 1RHESIC K & MS 14 IC
0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 LEDIFNFELS pH 215 DRI TEEEN =SB HESNS
Minutes ﬁ%&gbétbt
SCORING REPORT
- Sample SetID: 5325, 6461 Run Time: 7.5, 7.0 Minutes
Result Set ID: 7263, 7273 Injection Volume: 1.00 ul
Processed Channel Descr.: PDA 270.0 nm (200-400)nm
S | Col Strong Total | Total Peaks Total Peaks | Min | Lowest RT of
ampe oM Soly ent Peaks Rs>=20 | Taiing<=15 k* Rs | Last Peak
1| Metoclopramide Rel Sub CSH C18  MeOH LowpH 9 8 9 3.27 | 2.280 3.87
2 | Metoclopramide Rel Sub, pH 3.0 CSH C18 MeOH pH=3.0 9 7 9 412 | 1.687 4.01
3 | Metoclopramide Rel Sub, pH 4.0 CSH C18 | MeOH pH=4.0 9 5 4 4.06 0632 4.02

B 7. pH DEREIE pHZ. 15 TRERDZFS

RRDAMRMHTH S EHTBEINE LI
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UPLC BR#&FRZFM

LCYAF Lt ACQUITY UPLC H-Class AT L.
ASLRR—I v, BERRINLT (SSV) &

ACQUITY UPLC CSH Cyg.
1.7 um. 2.1 x50 mm (H@mES 186005296)

NI LEE : 45°C

H3L:

AR 1.0
ST - 0.6 ml/ %
BENEA - 125 mM FEAER
BENEC : K
BEMED2: X5 /-
SR

B BRA  BRC WD
2597 (%) % (%) (%)
1 w10 85.0 5.0
2 50 10 300 600
3 55 10 300 600
4 56 10 85.0 5.0
5 70 10 85.0 5.0

SRR (\—UBE., —— RIVEEEE) :
K/ X5 ./—)]Ub=50":50
I—)UEEARIRE K/ PERZ=RUIL=90:10

PDA #&Hi88 : ACQUITY UPLC PDA

PDA &4 : 210 - 400 nm (270 nm $fH)

MS #&HHEE ¢ ACQUITY QDa #&tHigs (XTI +—<VRX)
AFvVEE T m/z 100 - 400

AFNMEE—R : ESIRIF 4 TBLORAT T
JO—-JiBE: 600C
FPESU—BE 08kV (RYT«F. RHT 1 TH)
J-VEBE: 15V

F_4iEE. . TYROAR

VAT LAY RO=Ib, T—FRDAH B LU
5 —% Empower 3FR2(DSVY T D7

REUPLCHHE

FFE SN UPLC REDMREZRELT 21cs. BOEBULIEAR
R ZEHESE UE Ufco USP General Chapter. <621> 20X IS
T o — 2 [CERBES NSRBIV, 5 EIEAZTVADITEDS L
DA ICDODVNTDY AT LABEGHERZFHE UlcERZ2T—T )b 2
[CRULFE LI,

REFEE. EREOBIRMEIE USP DFRETH S 2.0% RSD Rifi C
Hb. ECOE—TD USP 7 BtE L USP B —#xEIICKE D 1.5
P tZ+57 @3 25 UET, XYRT LABBGHERDENCS
DTHBDIEDNRENK Ulco DITEDRE UTcRITIF, AR/
UF—Y a3 VaERZERBITHILEELEDFITH. TBSICDNT
B Empower XVy RNNUF—=23Ux—I+ (MIM) VT &
DIV CEENICKET DI ENTETT,

ek Report Method: Sydem Suit_Sum Report

W&lmple SetID: Sample Set Id 2622
Result Set 1D:

Result Set Id 2660

Channel Name: PDA 270
ame | 11| W80 | wRsn | Use | use
Resolution | Tailing
1|lmp. F 5 0.07 0.19 1.2
2 |API 5 006 022 6.7 13
3|Imp. A 5 0.06 0.21 34 1.2
4|lmp.G| 5 0.07 0.23 25 1.2
5|Ilmp. 9 5 0.06 0.19 92 1.1
6 |Imp. H 5 0.06 0.19 4.2 1.4
7|lmp. C 5 0.06 0.31 25 1.1
8|lmp.D| 5 0.05 0.21 9.0 1.1
9|lmp.B 5 0.04 0.21 13.0 1.1

# 2. ACQUITY UPLC H-Class ¥ X TLERHEUIE 5 ELFAICL S X
FLEEMRBRER
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b SE
FRHTOMI—=)VICREV. X hoOTSE REZFDOEEYE R 1. USP General Chapter, <1226>, Verification of Compedial Method, USP36-NF31,
3BT B UPLC HFEDBIRICRIN L E Uleo SBEE 2 0 LLE. 57— The United States Pharmacopeia Convention, official December 1, 2013.

USSR 15 . RHRE (k) 3LLEE LS 9{EaM4 2. USPGeneral Chapter, <6215, Chromatography, USP36-NF31, The United States

B T— L e 15 B AR 2 TR NE LT Pharmacopeia Convention, official December 1, 2013.
- = z g/ c Co
3. Berthelette KD, Summers M, Fountain KJ. Ensuring Data Quality by

CNFET UVHRHTEARALTLz ACQUITY UPLC H-Class YR T s Benchmarking System Performance Using Waters Neutrals Quality Control
[ ACQUITY QDa B BT B EICkD. RISEEDHT Reference Material. Waters Corp. 2013; 720004622en.
E—OREZITIHEICHBEERBEDHH (E—IREDHIC

BIEIT SRERD D) ZHER L. DITARFEDTIZDMR(EZR

BUF U

IBDIRERZERCONT DT LB, DIERREORRZT
WiEh 5. 1 BOSH TRIEICESYMDREEZTL. BHIEZR
EFTBDTENTEFX LI

REIC. DIMEBEFEOIEZEU TEmpower VI DI 7 D
ApexTrack ZERT 2T &ICKD, 207X IS LAZRFICHER
Ufc—BMHDH 25HENAIREE LD T T E5IC Empower DAR
& LEtEREE. UiR— MMERRZFIALTT0O b O—ILOBRERREIC
BV CBSBICRERGZRET DI ENTEXT,

PEREIEZHZEL. BETHERNETO NI—)L%Z UPLC
VAT L 1HHEE. UPLC ASLEHISERTSHIET. 25K
DORENDMRNE IOV RIS T 4 — XY REEHATREIC
DET. FIDKSBEHTETHHE ULIERS—REICHERME
CEN. Hm<NUTF—=Ya VOPIEDEVLDDEED SROE
BEERLE T,
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