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YuyeHble CAS aHanusumpyoT, ob0obwatT u agenawoT
AOCTYNMHOMN Hayu4HYK WMHbOpMaLUIo Konneram no BceEMY

MUPY

OT16op NHpekcupoBaHme Peakunn CTpyKTYypbl [MpoueccnHr
NCTOYHMKOB MapkyLia

[lpumeHeHne B ©0asax paHHbix CAS cneuyuanbHO paspaboTaHHOM
TEXHONOIMMN CTaHA4APTU3UPOBAHHOIO UHAEKCUpPOBaHUA obecneynmBaeTt
BbICOKOE Ka4yeCTBO MHGOpMaUun B pedynbTaTtax rnoucka.
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CotpyoHuku CAS HaxoaAaT XuMunyeckyro nHgopmaumro
U 3KOHOMAT Bawle Bpems!

Compound 34: Diisopropyl azodicarbox ylate (DIAD) (1.20 mL, 6.08 mmol) was
added o triphenylphosphine (1.60 g, 6.08 mmol) in THF (100 mL) at 0 °C. and was
stirred for half an hour during which time the yn'llaw solotion became a paste.
-Compound 14 (2.58 g, 4.06 mmol) and p-nitrobenzoic acid (0.81 g, 4.87 mmol) were
5 dissolved in THF (50 mL) and added to the paste. The resulted mixture was stirred at
* ambient temperature overnight. Water (100 mL) was added and the mixture was made
slightly basic by adding NaHCOQ, solution followed by extraction with EtDAc (3x50
mL.). i : i ine once and dried over anhydrous
Maz SO). The desired product (2.72 g, 85% yield) vas obtained as white powder after
10 Si0,; chromatography (Etz O/hexanes 1:2). m.p. 207-209 °C.; IR (KBr) 3434, 3056, '
2940, 2868, 1722, 1608, 1529,1489, 1448, 1345 cm™ ; '"H NMR (CDCls, 300 MHz) &
8.30-8.26 (m, 2 H), 8.21-8.16 (m, 2 H), 7.46-7.42 (m, 6 H), 7.31-7.18 (m, 9 H)5.33
(bs, 1. H), 4.02 (bs, 1 H), 3,90 (bs, 1 H), 3.09-2.97 (m, 2 H), 2.68 (1d, J=14.95, 2.56
_ Hz, 1 H), 2.29-2.19 (m, 1 H), 2.07-1.06 (series of multiplets, 24 H), 1.01 (s, 3 H), 0.98
15 (d, ' 12
14
64

.s| | CAS RN 203796-03-6
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CAplus® — 6unnmorpacus 46+ MnH. ccbinok (5,000 exeaHeBHO),
10,000+ xypHanoB (185 cTpaH) PedepaTtbl n nHaekcupoBaHue ¢ 1802

r., umtatbl ¢ 1997—
naTeHTbl U3 63 BEJOMCTB

REGISTRY® — coeaAnHeHus 133+ MnH. manbix monekyn (20,000+

OpraH14Yeckme N HEOpraHy. CTPYKTypbl, ~ SKeAHEBHO), 67+ MH. Tlocneno-

NOCIeq0BaTENbHOCTH BaTenb-HOCTeNn, 7,0+ mnpa. CBOUCTB

CASREACT® — peakuuu 98+ MnNH. peakLUi U CUHTE30B C

CTpYKTYpHble AyarpaMmbl, AeTanm 1840r.

CHEMLIST® — perynupyemas xumus 348 k perynupyembix coeiMHEHUI C

REACH, EINECS, US. Gov/Fed. Register 1979 T

CHEMCATS® — nocTtaBLUKHN MJTH. COeAMHEeHUI OT NOCTaBLLUMKOB

peakTMBOB (28+ MnH. yHuKanbHbIX CAS-
HOMepoOB) C LULleHaMu

XMUYECKNE KaTanoru pos)

MARPAT® — cTpykTypbl Mapkywa 1,4+ mnH.cTpykTyp Mapkywa (75

440k nateHTos, INPI c1961 r. AR LR CLE O

MEDLINE — 6uonuorpadcdus 25+ MnH.6ubnuorpacdpuyeckmnx NLM-

5,200 6rioMeanNLIMHCKUX XYpHanoB ccbinok ¢ 1947 r.



‘ OcHoBHbIe Bo3MOXHocTu SciFinder -

MOLLHOIo0 MHCTPYMEHTA AJ1A NOoAEePXKKU
Hay4YHOU AeATeNnbHOCTU B Bawen
opraHusauumu

133 MnH.+ 46 MnH.+
YHUKaribHbIX CCbIITOK
OpraHun4ecKux

N HeopraHM4ecKux + MHTEerpMpoBaHHbIN

coeAuHeHun AOCTYnN K 24 MUNNIMOHaM

Camas obwupHas B CCbINOK U3 6a3bl

MUpe Konnekuus + AaHHbIX MEDLINE®

ManbIX MOJeKy”n 98 MI I:' -
peakuumn
NMouTtun B 2 pasa
<== SCIFINDER fREue em y
p I enuxaiilero 63

NMpepocTaBnsieT KOHKypeHTa
AOoCTyn K
MaKCUManbHOMY
o6bemMy nyonmyHom
uHdopmaumm no
XUMUMN.
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With SciFinder, you get the most
comprehensive, timely patent data.
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MakcumanbHbIN OXBaT a3anaTCKUX NaTeHTOB

i Japanese Patent Office (JP)

China (CN) Republic of Korea (KR)

Singapore (SG)
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iti crystal structure = 5229 By Liu, Xiaohua; Zheng, Haifeng; Xia, Yong; Lin, Lili; Feng, Xiaoming ~ofkh
com pet|t|0n | From Accounts of Chemical Research (2017), Ahead of Print. | Language: English, Database: CAPLUS f

Molecular Structure = 5209 Catalytic asym. cycloaddns. and cascade cyclizations are a major focus for the enantioseleciu®®Construction of chiral carbo- and heterocycles. A no. of
chiral Lewis acids and organocatalysts have been designed for such reactions. Thge#®elopment of broadly applicable catalysts bearing novel chiral
coordination backbones to meet the demands of various applications is an ongoing challenges®Biprox. 10 years ago, we introduced a group of conformationally flexible

#ed ligands. The coordination of the four oxygens of a chiral N,N'-dio...

compounds > 4865 C,-sym. N,N'-dioxide amide compds., which represent a new class of prj
o ——

C[uszer ctqmpounds, = 1505 0 2. zinc Metal-Organic Framework for Selective Detectige®nd Differentiation of Fe(IIT) and Cr(VI) Ions in Aqueous Solution +
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1 1 By Lv, Rui; Li, Hui; Su, Jian; Fu, Xin; Yang, Boy fen; Liu, Xin Yy
QUICkly flnd and Chemical From Inorganic Chemistry (201?), Ahead g ® | Language: English, Database: CAPLUS ‘
analyze information compounds =3 A new luminescent Zn(LL##8ed metal-org. framework (MOF), [Zn,(TPOM)(NDC),]'3.5H,0 (Zn-MOF; TPOM = tetrakis(4-pyridyloxymethylene)methane and
| I —

. #icnedicarboxylic acid), was successfully synthesized by a hydrothermal reaction. The MOF exhibits excellent luminescence emission,
(researCh tOpIC, Fe(I1) and Cr(VI) ions with high selectivity, well antiinterference performance, and short response time. In addn., Zn-MOF was selected

o ent coordination compd. to encapsulate Eu®* cations to obtain a Fu*-incorporated sample (Eu*@Zn-MOF). Subsequently, we explored the
structure, reaction) :

Hynde = 26 naphi
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a &

C,H,,CLN,
44#{1,2,4]Triazolo[4,3-2][1,4]
benzodiazepine, 8-chloro-6-(2-
chiorophenyl}-1-methyl-

Regulabory Information

Spectra

Experimental Properties
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BbICTPbIN NOUCK peneBaHTHbIX XUMUYECKUX

coeaAUHEeHUM B naTteHTax e

m [1OCTOSIHHbLIN OOCTYM K NMOSIHbIM TEKCTaM \ “g‘&_
NaTeHTOB M3 OCHOBHbIX MAaTEHTHbIX ,ﬁvnm/\
BeAOMCTB NO BCeMy MUpy _ o
= Cemencrea naTeHTOB Ha pa3HbIX A3blKaxX -
= [owmck COG,D,VIHGHVWI PatentPak’ o &, e o © eI
o MHTepaKTVI BHbIN BU3yanusaTtop W Aé e (0001 T s e e vyl G e ,.f.m..

Cﬂ 3a H H bl m C S Ci Fi n d e r : provides 3 crystalline form of a compound having 3 stracoare of formula |r.-:l'1.l.'¢|||.|Eh.-r |

= BesonacHbIN 1 KoHMAeHUMAnNbH - "
NaTeHTHbIN MNOUCK N

s ok s in

. E)I(enHe B Hoe 06 Ho Bne H M e L [LLLE] wherein e crvwtalline form Bas a meliimg paind greater than or ogaal g0 185 *C In
L 200 °C. In
1 2+ MJ-IH I_IaTeHTOB M3 3 1 CTpaH : -.- nome embodiments, the crystallime fonm has a melting point m the mange of aboul 1852

som pmbodimenix, the crysialliss form has a miclang point & the mnge of about 187-200 °C,

iy o e g VET-197 5. In some renbodiments, the crvasilioe foms has o meltag point b the csnpe of
ahoul 190200 C. In other gmbodiments, e imvention provides a crystallin form of 5
e having & siracture of Tormula (1) (dertnapanem b whensin the erystal foem bas an X-ray-

™ = i uwider diffraction partem comgeising charscierstic peaks, expressed in serms of 20, 2 one o
a e n a e , moee ol the Following angles: about 16.6°, sbout 17.4%, sbou 21.4° and sbowi 25.3
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XK Key ;gebfffnces in Patent yloxy)phenyl)methyl)acrylates, 2-(((3-chloro-5(trifluoromethyl)pyridin-2-
ed 4 yloxy)phenyl)methyl)acrylonitriles, 3-(3-chloro-4-{ [5-(trifluoromethyl)-2-
r1:.';5 RN 497083-20-2 - - - . . . . -
2 || % 15 pyridinyl]oxy}anilino)-3-oxopropanoic acid, Sethoxydim, Clethodim, 5-(Tetradecyloxy)-2-
5. furoic acid, 2-[(2.6-Dichlorophenyl Jamino |benzeneacetic acid?ﬁ—[dr(il—
n : Chlorophenoxy)phenoxy]propanoic acid,v{RS)-Z-{4-[3-chlom-S-{rriﬂuommc.thyl]-Z-
: D N~ pyridinylJoxy]phenoxy } propanoic acid, (RS)-2-[4-(6-chloro-1,3-benzoxazol-2-
sign S | yloxy)phenoxy]propanoic acid, (RS)-2-[4-(2.4-dichlorophenoxy)phenoxy]propanoic acid,
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20 =
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A CAS SOLUTION

Analysis _ Synthesis

=== METHODSNOW ==, METHODSNOW

u A CAS SOL
v 4 EAS SOLUT
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OtpenbHbii Web-gocTtyn B SciFinder

_— METHODSNOW n Saved E Account = Cxperimental Procedure
= A Ster | _—
ethod 2. To a solution of narciclasine tetracetate (2b, 0.200 g, 0.42 mmal) in 1:1 CH,Cl-CHCH,OH was added
Search 10% PA/C catalyst (0,004 q, 0.042 mmal), The miture was stimed under 1 atm of hydrogen at ram femperature
for 4 h and filtered through a pad of slica, and the sohvent was removed in vacuo, The residue was separated by
n €€ (Hlash silica; ehsant 45:55 hexanes-ELOAC) Lo atford the frans ditydioperacetate (1) as a sobd {0.131 g,
65%), akong with the cisdihydroperacetate (3b) as a solid (0.050 g, 25%). 2,3,4,7-Tetraacetoxy-frans-

ronarciclasine (1b), Yield (0.131 g, 85%); cs-dilydioperacetate (3b), Yield (0.050 g, 25%).

Step 2

rrans-Dihydronarciclasine (1a). franshydronarcic lasine-2,3,4, /-tetraacetate (1h, 0512 g, 1.07 mmal) was
dissolved In CHOH-Hy (9:1, 20 mL) with CH,Cly (12 mL) added to increase solubility, Potassium carbonate (9 ma,
Browse 0,06 mmaol) was added and the mixture stimed at o for 3 days when TLC (4:96 CH,Cl-CHyOH ) showed complete
depratection, The reacton solution was concentrated under reduced pressure and the resadue separated by CC
PharmacologyToxicology on silica gel (96:4 CH,Cl-CHy0H) to give 1a as an amorphous salid (0.134 g, 40%). trans-Dihydronarciclasine
- (1a). Yiekd (0.134 g, 30%) mp 260 °C (dec), 285 °C (melts) {it 2 mp 200-291 °C) {o]?  +2.8 (¢ 0.97, THE), (it
[ o +4.7 (€027, THF)}; 'H NMR (DMS0-a, 300 MHzZ) $13.0 (5, TH), 7.56 (5, TH), 6.46 (5, TH), 6.04 and 6,01
(each 14, d, J= 1.2 Hz, OCHZ0), 4.96-4,84 (m, 3H), 3.38 (nm, LH), 3.70 (nm, 2H), 3,34-3.26 (m, 1H), 2.64 (td, 1H,
J=39, 123 Hz, H-10b), 2.07 {m, 1 65-1.57 (m, 1H); “C NMR (DMS0-c§, 75 MHZ) 174.4, 156.8, 150.1, 143.2,
136.6, 111.6, 106.5, 101.2, 76.3, 74.2, 73.2, 59.8, 1.5, 32.8; HRMS (APCI") ny2 3100925 [M = H]' [calked for
CuHigNT, 310,0927 M + HT).

Search

; sis
oly y

* MeTHonsNow '™

Procedur:
1. Add 10%: Pd/C catalyst {0.004 g, 0.042 mmol) bo a solution of narciclasine telracetale (0,42 mmol) in 1:1 CH,C),-CH,CH,OH.
2. SHr the mixture under 1 atmasphere of hydrogen at raom temperature for 4 hour,

View mare..,

CAS is a division of the American Chemical Society. 15 Copyright 2015 American Chemical Society. All rights reserved.
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YKaXXute ogHO U HECKOJ1bKO norien ansg rnoucka
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wastewater sludge

€ Return to Results

Compare Protocols

Title

CAS Method Number

Method Category

Technique

Analyte

Matrix

Other Materials

Equipment Used

Analysis of Carbamazepine in Wastewater by Atmospheric
pressure chemical ionization mass spectrometry

1-101-CA5-29149

Active Pharmaceutical Ingredient and Metabolite Analysis;
Water / Wastewater / Sludge Analysis

Atmospheric pressure chemical ionization mass spectrometry

Carbamazepine

Wastewater; Wastewater treatment sludge

Environmental cartridges: Glass-fiber (0.45mm); LazWell
96-well polypropylene plate cavities; Infrared (IR) laser diode
(980 nm, 20 W, continuous).

Milli-Q/Milli-RO system, Millipore, Milford, MA, USA;
Microwave Accelerated Reaction System, CEM Corporation,
North Carolina, USA: Vacuum pump, Welch Rietschle Thomas,
View All ~

Source Carbamazepine in municipal wastewater and wastewater
sludge: Ultrafast quantification by laser diode thermal
desorption-atmospheric pressure chemical ionization
View All~

CAS is a division of the American Chemical Society. 17

Expand All
2

Analysis of Carbamazepine in Wastewater by Atmospheric
pressure chemical ionization mass spectrometry

1-101-CAS5-27867

Active Pharmaceutical Ingredient and Metabolite Analysis;
Water / Wastewater / Sludge Analysis

Atmospheric pressure chemical ionization mass
spectrometry

Carbamazepine
Wastewater; Wastewater treatment sludge

Environmental cartridges: Glass-fiber (0.45mm); Stainless
steel vessel (34 mL) LazwWell 96-well polypropylene plate
cavities; Infrared (IR) laser diode (230 nm, 20 W, continuous).

Milli-Q/Milli-RO system, Millipore, Milford, MA, USA; ASE
extractor, 350, Dionex, Sunnyvale, CA, USA; Vacuum pump,
Welch Rietschle Thomas, USA: LDTD-APCI ionization source,
View All~

Carbamazepine in municipal wastewater and wastewater
sludge: Ultrafast quantification by laser diode thermal
desorption-atmospheric pressure chemical ionization
View All v

Copyright 2015 American Chemical Society. All rights reserved.
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= OxBaT Hanbonee BaXXHbIX XXypHanoB No opraHN4YeCcKomy
CUHTE3Y, UMMNaKkT-pakTop N getaribHoe onMcaHne MeToa0B
cuHTe3a: 4,2 MnH. cuHteTndeckmnx metogos ¢ 2000 r.

= Kputepumn BKNOYEHUS XKypHana B 6a3y gaHHbIX:
— MHoro peakumn; N3BeCTHbIN N aBTOPUTETHLIN XXYypHan
— TonbKO peaKkuymu ¢ NpoToKoamm

= bornee 80 Hanbonee aBTOPUTETHLIX XMMNYECKNX XKYPHAIIOB

HoBble uspgartenu CyuwecTByrowme nspartenm
RSC ACS
Elsevier Springer

Wiley Taylor&Francis

CAS is a division of the American Chemical Society. 18 Copyright 2015 American Chemical Society. All rights reserved.
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¢ lccnenoynte metodbl CMHTE3a Ansa peakunn ¢ 6eHsoanokconom (3099)

CAS is a division of the A

Procedure

MethodsNow

Antineoplastic Agents. 454. Synthesis of the Strong Cancer Cell Growth Inhibitors trans-Dihydronarciclasine and 7-Deoxy-trans-dihydron...

By Pettit, George R.; Ducki, Sylvie; Eastham, Stephen A.; Melody, Nosleen
From Journal of Matural Produects, 72(7), 1279-1282; 2005
Published by American Chemical Society-American Sodety of Pharmacognosy

Reaction Steps -

Products [1,3]Dicxolal4, 5-Aphenanthridin-6(2 4-one, 1,3,4.43,5,11b-hexahydro-2, 3,4, 7-tetrahydrooy-,
(253845458 110/, 40%, CAS RN: 40042-05-5

Reactants [1,3]Dicxolal4, 5-Aphenanthridin-6(25-one, 2,34, 7-tetrakis(acetylony)-1,3,4,43, 5, 11b-hexahydro-,
(253R4543R 11bR)-, CAS RN: 40042-07-7

Print/Export Close
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MethodsNow — Synthesis

¢ MethodsNow Protocol

CAS is a division of the A

Froceaqurs
MethodsNow
Reagents Potassium carbonate, CAS BN: 584-08-7
Solvents Water, CAS BN; 7732-18-5
Methanol, CAS RN: 67-56-1
Cichloromethane, CAS RMN: 75-09-2
Procedure 1. Dissolve dihydronardicasine-2, 3,4, 7-tetraacetate (1.07 mmol) in CH,OH-H,0 (9:1, 20 mL) with CH,Cl, (12
mL) to increase solubility.
2. Add potassium carbonate (9 mag, 0.06 mmol) to the reacion mixturs.
3. Stir the mixture at room temperature for 3 days,when TLC (4:96 CH,Cl,-CH;0H) shows complete
deprotaction.
4, Concentrate the rezction solution under reduced pressure.
5. Separate the residue by CC on silica gel (96:4 CH,Cl,-CH,OH).
Scale milligram
1H NMR DMSO-4, 300 MHz 3.0 (s, 1H), 7.56 (s, 1H), 6.46 (s, 1H), 6.04 and 6.01 (each 1H, d, = 1.2 Hz, OCH.O],
4.96-4.84 (m, 3H), 3.38 (nm, 1H), 3.70 (nm, 2H), 3.34-3.26 (m, 1H), 2.84 (td, 1H, = 3.9, 12.3 Hz, H-10b),
2.07 (m, 1H), 1.65-1.57 (m, 1H).
¢ NMR DMSO-4, 75 MHz 174.4, 156.8, 150.1, 143.2, 136.6, 111.6, 106.5, 101.2, 76.3, 74.2, 73.2, 59.8, 3.5, 32.8.
[a],2® [a]2, +2.8 (¢0.97, THF), [a]®, +4.7 (0.27, THF).
HRMS APCI* m/310.0025 [M + HI* (caled for C,.H,.NO,, 310.0027 [M + HI).
State amorphous solid.
CAS Method Number 3-352-CAS-1051749

Print/Export Close
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