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Evaluation of the effect of agitation rate on a quantitative
model using in-line Raman spectroscopy

EEBROHBY
T ADOBRMERET S Z ERCHLDBEOHRZRIET 5720, SOICHTETIMERHEIIHEI D
WX AORBEBRRDOND. BE (VD | @BFEE 2 BEOEE B 280 vXA0&MHICE-
THE ORI T OFRE, R0 BMHOMECREREBBOBE (172, 4 BERZZ LML TWS. U
TNEALBIEIZ LY SHTREBOENE & AR —F—~DT7 4 — Ry 7 OE#ELRREL 705, £,
BEANLY S Y T HEGEREEE L., EEEERBCONMREE 2 ENBRARIEICI L SN S FREtEZE
BEL, BEE~DRBHFELRZR/BICMZDZEHLHARETHD. TvUoHIEICI D BHHORRERORE
YT NEALTORIENRTRE O 22 MBI TWVWD., £ T, AR TIIRICRERN~DIEARRER T~ T
n—7EEE LI N HEANT, BEORRIASY —KEETNVELT, TREBERADNRT A—F—
D1OTHHBEHEEICEHL, BRAIBHEECEFRBEDETNADI U AT MNUNLRERETEEL,
RIPEEPREREEICES 2 0BT Lz B 2o,

ZRICHWEZREB L OEE
1.0g, 1.5g, 2.0g, 2.5gZ= L T3.0eDTEFT I/ ) 5%
Tz FNENZmIDOTE ) —)VIZKELIZ AT 20
VB EF L L. (Fig.1) BEDA A—T% J
Fig. 212773, #B#EHEE 1150 £ 300rpnZ RN L7-. il
Ea:ﬁﬁb \7": 7013 ‘__79_3@‘? < y%%%l‘, 'ﬁ:ﬁ%f“lg 3 & 1.0g/ 50mL 1.5g/50mL 2.0g/50mL 2.5g / 50mL 3.0g/50mL
Tablel 1iZ7R79. Fig. 1
(b) MEL—¥—EE 785 nm
‘ L—H¥—ih 5~450 mW (A]Z)

—F7r7a-7
i I T R SRR 100~3200 cm™®
6em?
2 — T A
P a id) NTPVERE  armsmom

FAZ (R K= ot dem

N '- - S & :25cm
\ 4 /7= @ f e
(C) ©2019 M nse AllRights R d R 2 aLas
= w arqMetrix. ights Reserved. Class 3B laser device
7 ZL 9:_/ 7 H = et Reprted to the FDA
AR—F— Marqmetrix All in One®
R 2-Stage TE Cooled CCD
Fig. 2 Fig. 3 Table 1
BIE RIS L OEAT

$&———1324cm?

FTRTORZ Y —ROBPIEIZIXF CRIESMS % A
72, A7 MARIEIZENE L — Y — KK 23785nm %
FEE L 7-A11 IN One® (Margmetrix Inc. WA U.S.A.) %
AV, 27 RV EREIX6em!, BOLERIX 2 B O
HEFX 2B E Lz, BIEREROIES > iXCCDKH
BOETFHEOENN1301~1353cm EIRIC 5 5 1324cm™
DE— 7 MEZRAWCEl L7-. (Fig. 4) Grams AI )
LIQ X—33 9.3 (Thermo Fisher Scientific 1301cw’
Inc.MA U.S.A)ICZMEH L CHREREZE-. HVrHER -
1£700~900cm™! C/N U 5 —3 g »|ZLeaveOneOut & ¥ F
UFRHT 7 A=Y X AZPLS1% V=,

1353cm?

Raman Intensity (Arb.Unit)

I | | I |
1310 1320 1330 1340 1350
Raman Shift (cm™)

Fig. 4



FER L EL
DO — 7 8EE, RE L BHEEE O RR

EEL 0g/50ml DR Z U —#& %150 & 300rpm THE#: L
RMBBIELIZT~ v AT ML &Fig. 5 a, bz L,
3.0g/50mlD A TV —¥iK & RIEOBEREMTHIE L
725 ARY L %Fig. 6 a, blZacd. BERSEEN
150rpmDFAIZ B — 7 BEDIE B0 & Z R CVIEIX
0.01~0.32T, —F5300rpmDAE1%0.02~0.04ThH Y,
BV EESERE ORI BREICRIT A B — 7 MEDIX

HOEDEN/NINZ ENGhoT7z. (Table 2)
O BME 40 15 20 25 3.0
[EEEH (rpm)
150 0.06 013 0.32 0.28 0.01
300 0.02 0.04 0.04 0.02 0.04
Table 2
BREBRDLLER
(4R E 150, 300rpm)
35
33 | R?=0.1021 .
3.1
2.9 (a) 150rpm
oo 2.7 2
8. o
|
17 o .
1.5
0.5 1 15 2 25 3 3.5
5 HI{E (g)
3.5
, | R?=0.866
_ 25 |(b)
oo
w2
f 1.5
1
0.5
0.5 1 1.5 2 25 3 3.5
5EAE (g)
Fig. 7
QR EMRD LB
BERABHBEHECEONT T~ AT PR
BREZME L. (Fig. 7 a,b) PLS1FFNHEL

N7-BERORMEIZ150rpmTiX0. 1021 T, 300rpmn Tl
0.866% ~ L, THIEEFEAMEDOREN MEERL TH
LNTREROB TRERERZR D, ZOERIX
vP— 7 BEDIEL X LREIETH o T,

[BAERERFGEHREIE]
TE, HEEEDFERBRVADLEIR
BRattTry os7FIUTR

T572-0020 KBRAFEE/ITTHHFERTILI 8- 10
BEE/FAX 072-380-6245

BHEEECKIE—IREDIISDOE
($8#PEE 150,300rpm 1.0g / 50mL )

150rpm, "™ (a)] [300rpm

/\

1324

(b)

Raman Intensity (Arb.Unit)
Raman Intensity (Arb.Unit)

T T T T
|315n 1310 1320 1% 1340 1350
Raman Shift (cm™')

T T T )
130 13 130 140
Raman Shift (cm™)

($8#PEE 150,300rpm 3.0g / 50mL )

150rpm (a) 300rpm C“‘—- 1324

{1324

(b)

Intensity (Arb.Unit)
Raman Intensity (Arb.Unit)

Raman

|3I1ﬂ 13‘20 ﬂ‘!ﬂ 13‘49 13;0 u'm 1]‘20 13‘10 1;60 13'50
Raman Shift (¢m™) Raman Shift (cm™)
Fig. 6

ERR

1) F=rSRETTavr 20E#EILY —VE LT
HATEDalERLE.

2) BEBHELZLEE LEER, RERORMENERS
ZEWyInoTn. i REREOET R ISR D E &R E D
B, BHEESRHERROBEICREEEXDZ N

RRENT.
A ARSI RARE O FRAIFHEE O
> > 07

EREHEDHF LW 12z ELE. 22
EH - LET.

(& 3R]

(1) Karashima, M.; Kimoto, K.; Kojima, T.; Ikeda, Y. Rational Polymorph
Screening Based on Slow Cooling Crystallization of Poorly Soluble
Mebendazole. J. Cryst. Growth 2014, 390, 30-37.
https://doi.org/10.1016/j.jcrysgro.2013.12.014.

(2) Tumuluri, V. S.; Kemper, M. S.; Sheri, A.; Choi, S. R.; Lewis, I. R.;
Avery, M. A.; Avery, B. A. Use of Raman Spectroscopy to Characterize
Hydrogenation Reactions. Org. Process Res. Dev. 2006, 10 (5), 927-933.
https://doi.org/10.1021/0p0600355.

(3) Inoue, M.; Hisada, H.; Koide, T.; Carriere, J.; Heyler, R.; Fukami, T. In
Situ Monitoring of Crystalline Transformation of Carbamazepine Using
Probe-Type Low-Frequency Raman Spectroscopy. Org. Process Res. Dev.
2017, 21 (2), 262-265. https://doi.org/10.1021/acs.oprd.6b00329.

(4) Luo, X.; Song, X.; Cao, Y.; Song, L.; Bu, X. Investigation of Calcium
Carbonate Synthesized by Steamed Ammonia Liquid Waste without Use of
Additives. RSC Adv. 2020, 10 (13), 7976-7986.
https://doi.org/10.1039/c9ra10460g.

(5) Wong, S. W., Georgakis, C., Botsaris, G. D., Saranteas, K., & Bakale, R.
Online Estimation of Diastereomer Composition Using Raman:
Differentiation in High and Low Slurry Density Partial Least Square Models.
Annual Meeting San Francisco, CA; 2006.

A —=JL7 F L R : hisada@tekanalysis.jp
Hm—=LR— http://tekanalysis.jp/
EHEIEES 1 090 4037 2065



